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““Wm W- l‘h lpntm w nuo cewhtn o& uwn of diary:-
vertc soids ond “ﬁﬂlﬁi‘l w Onthuh of uneymdstric ‘

- b”m»

- As.x.nmuov nﬁ V.L.ﬁvc (l.n.mmtu mt.%cuemm»ow). szut.
,_'jmn.hut a.s.s.n.Manm M, mm or, m: :.Me,az. -

"L'onuh.otthc unlczhnmom.g. uum tuhﬁummau "

| alln, with MeOE B7.5% 1-0 on.,m,.f t R

- in 10 ml, m 0 -u aaaca 875 8¢ 1—9,,!,&.&,0 u so -m. moa sfter
Vrotlmu 4 l!lu m nlxturo tu* uﬁd with xzo and yuuu on ovapn. and
A% a 04 17580°, ‘Siatlarly m-nem;,
and m‘m save. 7% ,-m, ,l,l, m156-6%(frem 11, 000M) s

| ,o-néc,l‘»n"w, -.m»'(m. ag. Ney00)y 91% {an,a nu.o,p,n. |
ISPy W75 (10158, ) BglyNens, OrkeR, 2.203-5% 725, cm.-.m-
.. u at glmtw to 6,04 g. iso PR N we. Qdd.l
WO RS and afver ¢ krs, refluxing in n,o. m mixture gave
. Pn ol ,_j’, 400.180-01%frem Oghl,)§ sinilarly vas prepd. 43,08
(wu,l‘)gnn.n,. 2.215215%{ frem BtOH), Treatment of X with 505 H,80,
| in B¢ 0 wnder l mc 40! m‘l‘ma, b 170-5 s whieh .auurm on
‘ohmiua The aun um «nhm ean N .uo oonnwm 40 the rru |
| lal by tnatnnt -lth dry EO1 1: tt'O; thu was prepd. m.amm, from
.- the m«m&u eddust with NEys mn of u-o“l,),nn.o,lsl {n
a sausegs ﬂu& at meaa' eave ﬂ.ﬁ l,lul ud 45%. (I-Qi ”‘l'lh. n.uo-m
'b,zso-co‘ Simtlerly . mu;u (1-eml,) ,w,l‘l-c hoﬁulﬂ-ﬂmh
| "’h.l.‘ in ltgo trutu -um &ry ﬂl ssve 6245% PheB}. m pyridine ou- |
. .nlmo abm ean be du w to RyB by plerie utd h o.l‘.

+
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. ~i fjf'chw. a.o.vwmm. m.:.r-vum

| umuosﬂ. S e
Emam, or tne preperties of '

Tale Sototag B0, 141985} ) ewnpied

| fum 108140 and phenczide on m

g ma m 14‘ m reaction h m h‘,.m’ tho mm Mhml.nn o.x-o.m.
The resuls mu\h- that the Beltde - or phenexide um e fondeally.

- M % She m&ﬁmr ohu-god or iu ’Mwun the 3 dﬁ raaiuh. m-

: nmsu .homnu rncmnu :notm or tmu oenpmu mo «u.(m
is -Auni tn q. nln. m munu of tino struoture lml Giuri.buuon |

' ar amml !.um)&y Wv Wt the unpaircd mcw d.ntoraot-

‘ v-:.u m mlll‘ at trw m ﬂ'mm rlnu.
mxuan ,mt mmxux
(ponniql}bcru ultn u't AL
v.g.uam. l.r.mwrm,m'&.n.maxm (M. ¥ bt £
Hosaow) s Doklady Aked Mauk Se8:8.R.113, 18906-8(1967), P NP
' To uzawmu mm rrou B g. u m cd«&/ 1«& mm‘m vgw: .

. .r ,ecira(z.tﬂpnymxmu and tetree

Cwiin "a° mm-. m (c,;

this treated: Mﬁ t umi
104-5% wnils mutmt or 4 il

Ly s
5

c-cx -amu-xy nﬁc‘f‘

i

2 Ng0, \hp ¢, sl betng Lawst
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> o olcotro—roduction of -omo heloorg .
sxamination of rcvcrslbllity o /
olcetr010¢ '
Tt drowin& m“m” 1 Kazan.%ﬂu&arst.ﬂnh.
‘ t.uun.. Ushenys Zapisk
M.K.Solklnn and R.!h.liuu

1 1

‘at pH 1)e Typloal osoillograms are ahm.
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ipole mements of conph:; compounds of tetravalent tin with some
organic aoi@h.,XI. | | - | } .
| 0,A.0BipOV, G.a.Samqfalova and E.I.Glushkb (State Univ., Rostov-cda~bon).
-Zhur.Obihohoi Khlm.2'7 1428-55(1959). | n f
Dipole momente were detd. in C HB for the complexos shdun‘(&lments in D)
Sncl4.2AoOH, 6.38;[anc1 .2Ao03)acon, 7,233 [on014.2n00H]. 3§44} L8n014.-
261CH,C0, H)C1CH,CO.H, 3,673 anCl‘.fBGClSCO H 24094 .:n014.3001300 H, 1.89%
'Sn014.23203. 50734 [Snu14.ZBzOdIBzOH, b.l&D.- Phus interaction with &
‘two moleoules of an orbanic acid l.ads'to a considerabla incresse of the
dipols moment, bubt the addn. of a thikd molecule of tho acld produces but
11ttla change, which fabt'indicates that the 3rd molecule of, the acid is

outuida the inner sphare of the comylax. The results'indicéte the none

existence of a coupleX uncll.5001360 He
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A Rucuo: of dhn-utmhuyl -.rmy and uoo»nitro:hcnylmwry with

phenols . T Y naanant”
V.¥ Martynova (statc Podiatr.ltd.mn.unimnd)o Zhurwbnhom Khim, 27,
1056«»8(1957). 0f, ¥svest .Akad ,Nauk m, wa.x.nmmu nss.;ooa.
| Heating (m-0.NO H ) B3 (I) or (o-ogm.x‘) % (II) with the iadicated phenols
at 130-50‘ in ampula gave the following amounts of liborut.djg in 3 nra.,
rlsp.: pyrogallol 88.7%, 30.7%3 ruorolnol 34.93;6, 21.915; p-uunophcml
10,75; and 8,79%; p;droquinonl 945% and 842153 ;-olconpn 2052+ an 15,6%;
2, 4-01 C,HLOH 21,765 and 16.5?%: p-llvc,a‘oa 8.63% and a.vﬂ PROR 3,56% amd
0% p -ogman OH. :s.m. and 3.52%) owlsomer 0% and 0f; a-isomer 8,27% ‘and '5.3%;
N 2 44023326 %ﬂﬂ, 2,4, M(Ogl)scoﬂ OH and 2,4 6-0130 OH gnn 0% Rge fho

rollowing organomroury compounds were isolated: n-ozxc R‘m (l shown)t
penitrophengl, n.zse-.co° 75%3§ 8.M1n1trophcn’1. Ne 253449, 53.;‘%; 2,4,6-
‘t.rinitrophnnpl, dees not n.850°. 45%3 ;-chlorophon’l. doss’ mt n.250°, som

.4-;d1ch1_arophqnol,, Be 15139, ,u."l}; a,c.o-n- 1chloroyhonol. does not -.zeo°
72.8%} r‘uotoinol. dmé not '&8'0‘0” m.zm rcrcsbl. do« M n-m" 9“3
on o-ozuo,x BgR1 p-utre,hcau, n.:mv.s 59.7%; a,c-dmwomuol. n.uo-v'
6'7.6%; 8,4.6otr1nitrophcncl. .,181«-3 » 49.3&3 pechlorophendl, does not m, .
260°%, 40%s" 2,4odiohlorophonol, 4148299, m; 8,4.6~triohl¢c°)mol.n.alo-u°
75615} rworcinol, does 10t ms250° ’ 56.7%3 p-orosol, m.185%, ¥led%, Symme
etrization of m-ozuc HgCl with KI aave. (n-OzN%K‘ alg.dm not 1.88003
eimilarly the (,-ozue,w e auloa. uaoz-¢°. wes prepds from ngﬂl
by h.atlng with Cu in pyridim. MN‘M1' Mﬁn-a"; o-mur.m.ms .

-
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A aanrfuhan s 5{”:"’/ v'r.zw MW ;7 4 ﬁ ;

N

,‘ )vo Izvost.lh‘#hlk 8. 8. auno ’

L .r mﬂk u.mm dtm nfq”. 1,. am), & 'a
), mm, xvam. w'am; 1;’";.“'

. ;jn). ass(a), ooam. mm. maz(o).
umm. 2906(15), 2984(15)]; she substanse, . sbout 89, Migher botling
pmmts um treated with !mtlr ud lw;ar y“lding lh 8,2,4,4,0,6-
hmmld,c.kt:uihhopMnl. a.a,a.a ? 'Iohcxmthyl-z,ﬂﬂ-truulh-‘
~ootans, amd nmhyheion produst, o“lmu 0, b uaam . % 1.4'!5&.
, ‘d“O.aaaG. The mbnuc resction uomin is dxamu& m ma.u bnu |

i viwn nﬁel,el&ht;w of B atoms m - rqdieala. The pmﬂﬂuw of prepm.

o nwm. nm ammmg m Mm thus mm in this peaction.
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connmiu utnu m-iul -th-c n oar»- and’ houu-oyono

cmpm- and f.h.i.r »uunnm utiﬂtyc :
H.A,Adrcu » M.d.Koton, m.n.mw aal !.!Jlorinaku (Iu\ﬁmﬂ for lugh
polymers, m&mndh Poklady uaa.,aauk 8o 8. 5. Re 113, amm%xsan.

| Over 60 u'c. : W- were cmimd as 82114 aoinulhm u polnmno.
Conpo\mds cxmding the sumre uhntmtwr (tcﬁinﬂf mn l.t-bh-
(a(a-pnmlmmuhmm) 1088, B.Miphonylmmlc 1W 2(1enaphe
thyl)*b-phmlmolc 108%, ™ ”wtl the results urn uut t-hou of

Hayes ot al (méxmae-. 1338(1055). u. 42(1958) ). Am!m.m is more

c:f.euu tlun yhumjhranc or scmphthm; o-hourocnu h more actm ‘
than K- or Seenalogs. Dhryl-thnn hnn 1ow activity, m. Ma, Br, Aonl
shem e declining acuvlt.y nriu tar ubntuuonta. n-:.wm ere more

]

aotive then rhoms in antmcm n'cnpo .

@nimtr»h mumnt ot mtnaua porfluaropropu”m ﬂ"j“"“‘
BoLDyatkin, x..smrun ‘end I.LsEguayants, Poklady Am.huk s.s.s.n'ns. |
szo-zuoav). (). e '- '

To 59 s. 013:6101301 in MeOH na nuod uith e ollng ta pnunoc or plunol.«
phthahin at -16% uaon from 448 .;’u u; mo ml, w: a:mir .q. tr«tnut
there was ebtained 6'7$ org'cm ey b ; 0
~ with Brz in the. c0ld gave CF Brm,bu, b.mw. %L
This (10 &) heated 5 hrs. et 10098% witn ¢ mly BgSO, uﬁa
gave 77% OF Bro¥Rro0 e, bha'?fh& .fhww, h.oeoa; s ME N ccuve
to the emids, &61.5-8.5*‘(!1’& Mn‘h I stered in anm@. nnral Wi
1somrizod to cz cr:cm. b;m.v. 1;3045. 1.:5605; fsm udqa G:J”‘ e,

OOANM hmu)o »tA wum(
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, 7 EPELL g

aynthcnoa ulth 1,1.5,8«10%::;1!&:71!09.:.: Propuratlon of thn nlnplolt
hetarocyclio oomponnds. ' '

B.V.lrotoyopova and A.P.ukoldlnov. Zhur.Obahohoi Khlm.zv, 12!6-9(1957).
Cf.this J.27, 57(1957). \

}To 6.1 g CO(NH )z. 110 mle EtGH ‘and 22 g. GH (GH'(OEt)s)',(I), was edded
ao ml. conocd HCl}y after stanling overnight the mixture wvas ecncd. in vaouo
‘ylelding 72 2-h1drozypyrimidinc, t-:stal-anni HC1 salt, ul188-200°, This
with NaOH gave 83% 2~hyﬂroxypyrimidin.. m.177-8° (from ltOAo). 70 7.9 8¢
Co(NE,), in 18 ml, concd,HCL was edded 32 g.I, yielding on stending overs

@z

" night 89% zumsroaptopyrimidina HG1 salt‘ which with NaOH gave the free

base, dec, 217-8 (from H 0). To 10 ¢. Eﬂ:G(NB ) .Hﬂl in 40 goH 0 and 25 ml,
conod N0l was addcd over 1.5 hrs. 22 3.13 on the followina day the mixture
was evapd. and treated with eOR yinldlns 8ej 2-aninopyrimidine, 0,185=4°
“(from GgHg)e To 7 g NH (HOL in 20 ml, H)0 and © al. N 501 was added at
40-50° 22 Gel} nftor‘l'hr. at 500 %ho’nlxturo’was coned., in vecuo, treated
with conod.NeCH and extd.with lﬁ 0 ylelding 80% pyrezole, m.GB-Qo(artar
sublimation)s To 5¢8 & sendcurbazidc FOl in 20 ml,H,0 was addnd 11 a.I
yielding in 2.5 hrs. a ppte Of 78% pyrazolo-lpcarboxamido,m.140-1°(rrom
‘,stou)' this heatsd with 3U HC1 gave pyrazols. To 7.6 g. MHuON,HC1 in 50
ml, Hao and 5 ml, N HCl there wss a&ﬂnd at 50-60 22 g.I and the sixturo
af ter 045 nr. on a staam bath was oonod. vy distne. into aq.ﬁdcl soln.
"The pptde double salt was dtcompoacd by hot nao and diatd. into nzo,

the distillate bsing then satd, with NaCl to yield 72p i-oxnaolc. 739

93y S=de5°,. dzol +0787, To a' solne from 11 s.I, 20 ml, 0,5N HGl there was
added with cooling at N (about 8 ml.) to givo a basio roactlun, followad
LY 4e5 g oyaneaootamido in 20 mle H'Og attor 1 hr, at room tomp.. & hrs,
at 009 and 1 hr on a steaa bath, the - aixture was ovapd. ana txtd. with
EtOKoltgo, yiolding a yollou orystglliau mass of 57% 3~0ylua~8-pyrldonc,

| m.824n5°(trog BtOH) . ‘ | ’
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Ormbm_n cw, n. .ntm of syathesis of disrylberinic aoids,

,n.u.mmam omd V.A.uugaﬂ.n.mmu Inat‘ou.ehuumuuah Izvest,
Akad oNauk a.a.a.n. aane mch.umau. nuv. 989491, ofy tu- J.uae.ul.
To 042 mole Pmlgnr was- cuod with uounc 9 & (xmxa in 136!!6 and

‘the nixtm-c m rcrluod 1 ey m tﬂut«l with 200 ml, 8.5* W1} the org.
leyer was sepd. rupmly naﬂ w npmly in vaouo uith minimua 'hoating,
.-yioldm on addn, of nao.mim %0 she residue 8.3 g. phmylboronio anhyd-
ride, a.no»s » whils ths nwthtr uquu' nrtnr dupn. and nMn. of 1sopentane
gave 81,66 (PhgBle0, Be150e1° The col‘bimd distillstes gave 1so-Buom

and some 353"5' Ruotion of Pmlgnr e tbevc ‘with (O nnoaob and treatment
~of the orude produot with xu mugw,mz gave 62% thmmaﬂlzmz,m.las.a’
(erute), m,190+1%(from BtOH), Reaction of ‘(1s0-Bu0BO)g with 1.0, H,Mghe
| gave. ammu artor trutmt with 3;8! HOL 78.6% ‘Mm‘v' ‘lol. m,.‘l.lhb°

- Similar moﬂon of p-moll Mgby and sroatunt of the orude woduot with .
 HOCHZOH mz gave 41% (p-m,n‘;),mon,m NE,, m,174.8+8 (trom Bon), along
woth 2142% P-NeOgHB(0GH,CHNey)g, B, s127-8°, aaoo.noe. aB 144761, The
u e of 002 lﬂ.‘ o—luo,n,.w and 0,08 male (1:&&1@@) m -rur esteri-
fication of orﬁ. reastion Wn v!.th iuo-BuOI 21% Mﬂg‘ﬂ(ﬂmgmziz.
bslu-o‘ and 426 (o-!lw‘l‘) Mm., 0, 5351=3% 049701, 15433, The
letter uur 1s alowly azum by uuﬁot with air.

A}

4[{,% -
Roaction or dircot aynt.huia. ham ozahlngc and photaeluml hlorine ' ,§

at.ion of mthylhlogcrnnu. .

V.A.Ponomsrenke and wn.v:.nmu (m.uumn Iut.ﬁrﬂ:M«» clonow).
IzvestoAkadeRauk S.Sc3.Rey mdanf’_] wk, 1987, ou..o..

In direct ayntbtlil of e derivs. fvew MeX and Ge (of. B f_, "’fjff} m sw.
1729(1947) end 70, 436(1948)) the yleld of nnms rises v&M"”l“ruu of
amount of O mixed with Ge or alleyed with o‘. with 4 Mth alloy Mebr
gave at 450° m,owa. b,“m v mnsa, 1y, 1;8!63. -t mt :
m-m-,. Dyyolos®s 2.6387, 15990 n.om, (740 go) wnd m ave ui.

Ne3GeCl, Syge98%s 143493, 144357 (ef, Reshow avove), aleng witn 298 I,
Approved For Release 2008/12/02 : CIA- RDP80T00246A003100560001 5
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~mle K0 at 80° was added 40,4

. ation of visoous flew is ;o-unt m for the lst tma

o AR Approved For Release 2008/12/02 : CIA-RDP80T00246A003100560001-5

| inm-h of wavwwumu., W"& cen,

K.A.Aurhm M I.A.lhruhm ‘”ﬁ“mmcooml. m-.“.o.
na-ml. w.uu.lhuk B.l.s.l ‘ sucl.fhu.nank 1987, 99pe6l,

mmmuuuua'ommmg. ORy:CEBIAL 1n B0

Yielding 28,916 GX 1ORSLINGL,, V.28Vee®, dgole0d1s, n‘&.«u (X)s T
1son.3,0mum.-m\mnm.l¢. zmm,'ng. lb.azu at
28+80°, ylelding 91.8% Lyhe h'nelmwaxcl,mm,. b,w o?wn. |
10401, Siatlerly 88 g,T snt is.51 6> MoyB101 cave with HeO 80.995.
mgzotnm«mn,)a*m,. §98-120%, 0,608, 1,157, am:mxy were
obtained: 24,905 !n,no(sm(emcl.lo),lm, b 145-5: ». l.om. 1.4215,
and 9,205 n m(mt(omu,}o)“ 171-90 » 049487, 1.488¢4, T0 400
and au..o 8+ Mo 8101 over 8.8 hrs,

yislding 4.4% ON swunnu,) ’ b ul-co o.usz, 1.4099, Yo 18.43 g.X

' vas sdded 13 g ada B0 au after mtm rmuy to. va" 10 hrs, the

-mixture ylelded :o.zs qn‘:mmﬂ,, 3.149-58 D o,mo. 1440085 sinie
lazly vas prepde .95 u,:mum:.. bg71=8% 0,8609, 1.4146; ant 5.5
un-m),lum:u Y oo-x s 0uB4T9, 1.4199. Reaction of xvm AeONe
~in MePh a% 70+800 unnu-xy eave 58,408 n,,:mm(om,, b‘m , 1,086,
1.4165. ViuoluMmmwn m dm for the pﬁlrlumu 14sted

‘above indicate -huuuy b-mn th. tw.eurra. of M nramu

and thon of yayumllum or uuu- atructurn tho Mu of nu.v-v

~

. Strength of siliconwoarben bend in ou&o)honyltriohlmnhm “:hou-
lhlnylcthyldiehlmuhm:. . ,
K.AsAndrianov sad V.A.Nmn ¢mm¢.omm.. mehh .lone-)‘.

v Inutm.lhuk Be8e8.R,, WMR 1.5’. MO

Hydrolysis of Arsid)y, Arlmu.. h ‘M Ar s -mmn.«nmro-. .
tzuuw, towunuo-, and mtw raunx; N m o Iuh

mdumuy.mmmcm.mm«wmwunmx

bond s} th Gl sudstitusnts in the ring were unaffectad.
Approved For Release 2008/12/02 : CIA-RDP80T00246A003100560001- 5
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Bil!.oo-u- t
Blniﬂ .lt”l of m%'ulm o Ou.. Cc"\\

 BoN, .
Dolgov, B ’l.&mmnhayn and DJM"V (Buiuto Mlut..hnlwaﬁ)
Izvest,Aknd,Nauk a.s.a.n.,mu.nh.uauk 1987, ou-n. |
Heat =
- ing 14.6 g; u,uuamacoan (ﬂtm Ot ulJAOﬂ N.IM(IWIH Vlith
8¢ m,u m 6 Nrs, at 190-300 SAve 41.% Ns azu,m‘m,uu
‘ ’
\ ;5 wo.aaxz, agolpms. BMMJ.: was rrepd, 59.05 (I-,nu‘ou :o ) anu
3 105 . ebw, 1;‘568' 76.1% m&m Qﬂ Wz.m ’ "‘”08 » 0 8905 ¥
‘1.«133 58 : .
s ;Gl tanganeny (lt'ptohca!icl'a1lbal 0, d 190—;’. 0.9213, 1.4408;
. ¢ ”aa‘ mzmzam"‘ﬂ. hxl".al » 0;0851, lo“”o !O di‘!ﬁ
-nuloutc from ¢2,8 g, Na in 1 ‘Yo abs, BtOX was aadod 280 ao let 01’
- |
:ﬁmm motm Afxture trcatou ‘as desoribed hy Sommer, ot -1. (:Acs n
]
o (1949)) sare 63,25 ant mu,mmzxt)a. b 141 P o.mu. 1.4408, e
4 c.l sdded u‘owiu in 1,5 hre, to 260.4 &+ KOR 1n 856 IJ. ! 0O at 90
[ ]

o tlun lnpc and
¢ treated. with oqnu.m oave 75.3% MeBS aml'ca co ol

138,5°
lcln‘ 0"y 0.9306. 1.‘“5, ] ‘n.‘ ‘c, Cdd.d to 98 ml, .0‘“.‘280 O“I'
. and gtirred 8 hrn ave amr trntunt. ucn foe u.vﬂ (W0, 00K
Ch, 34B% 1,0. ® u«o 1.om. J..«a. ®

Akad,Nauk a.s.s.n.. mu.nin.l.w lnv. 99;»-5; er, tua Muu m
‘Reaction of O¢3 mole lochm)ofu wisa 1 nele RIGX (WMM) .m.t;u
- mant of tho cooled ‘aixture with 0,36 mols mnam, afe ﬂﬂaﬂu "
| 4 hrs, .:a treataent with oold di1.M01 474 m.omu;wm O, (X)
:.:::: ’1“" hmmut“ over luw l& in ELOR to sstd, mloc.:.”-t'.
2 et with Aeg0 cave the dlssetets, b176.9°, dpole0201, $%.511s,
1y were obtalned: 57,3% Wmc!m,w. -.mu’; 43 'ﬂ

 BooMez0T0a1rn 0T00e 08, ne1234%) 85,06 mce omutntm.n o. o
:neub,eia-an-(c1el,tcrou-.olu -auo-u!. | ) S L
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. llohnty of flueride ions of ults of rl.uoaluoic scid dependent on the

e’ A ) :
T Approved For Release 2008/12/02 : CIA-RDP80T00246A003100560001-5 .
v A ho sv&‘%

radil of their utimna. _ «
G.V.lhdoku and 3.ﬂ.&ahutvouhn (ur.lnat..s:ratov). %@;Obshchol ‘Khim,
27, 1997-2000(1&59). Cf, this J‘zv,va(usv). . |
Yields of tetra \ynbatitutcd silemes in the reaction or nlhu rluosillcdug
with Grigmrd rcagonta ere linearly dcpondont on the redft ur onuonc. o
‘!hus trestment of PrllgBr with the Li salt, evapn. of Btg0 amd heating thc \
rcsiduo to loo-’lo‘(ctoth‘rnil ruction requires mountury cooling) gave ‘
after treetment with a‘(?Bcl Prysi(from 3e12 g L1 salt and 58 g, PrBr),
The Na salt {3.76 g.) aimilarly gave 0,86 g Pr si; X ult (4.41 g+) gave

1.36 g Pry31 and Rb salt (a.m 5.) eave 1,52 g. Pr 31, BuMgBr gave s

similar set of results.
Approved For Release 2008/12/02 CIA-RDP80T00246A003100560001-5
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:.z: :;id.: :::0031-, m IM. 144660, was obtained from 21.5
| caam 'nh ml ARy nrmm J.o llru in lteo. Ruotiu of 41 ¢.lb¢nc1
e 1&‘5; ::::;lf;g;!. save 1u ntgo 24% uusaocn,x. b,,exse°. 1.7150,-
v o/ N la“cl 01. ,59149 » 148415, 1»!008. was formed

er sonditions described by mm&n&::
Ponemuho and luronov, Doklady Alkad,Nauk Sssg 94,485(1964), sSimid
| ohlm'{muon or 53 8 m.cls u'n 1’ €+ Cl_GeCCl » b 807, m.1 e
61milarly chlm'ination of 193 8 l. IQOIB s:u 75?5 8¢ o&l‘“.l : 06-, .
,’50155 . 1.6694. 1.4950. The aurh ruotion or oorrupoudhc :::::Mu

Or bromides gave Mg

m b,,“ve ’ bsaao, 1.3863, and g. m ¥, o112°,

1,3726, 1.3743. , | 20 Y50
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Resstion or ethylens auc and cnlehnu oxide -uu organcchlorosilanes.
H.8.Hi11:0'8k11 and lLKchnnntaC'ith(Stat. Univ..Lﬂov}g Zlnr.Obahchoi
Khin, 27, 1878-6(1957), ‘ |
Reaction of olsfin oz,ldn with ehlm-oulanos yialda &-cu.oroalkoxy derivs
Into 26,8 g. azamm in di'y e ‘0 wu 1ntroouccd dr: othylma oxide
yielding 80% szsin(ocnzcm 1) g h'oo.s-e° n§°1.4404. a'n;.xons; linllarly
were prapd

prapd.: 75,74 EtnuaLx(nclgclhcl). 350 ’ 1o4u49. 0.9367; 70,75
Gleﬂaﬂilhfoﬂﬂ 0!301)8. b 109° » 1&4671, 1.3671; 95.5% <3 § GI‘&"‘(OGR,OI*OI)

_‘b, p117-8°%, 1.479s, .3454; ea.aﬁ ltﬂltoaa,cnaozi,. ,_.133—4 o 18897,

1.2869; 75,35 zz,sx(oengcn¢¢1).. bee-7°, 1.452¢, 1.20115 8Y.5% BuPRIAN
(ocngmzcl). b, 98-9 s 148043, mau; 76.4% marr»mca‘ﬂ‘m.. by 571-29,
Le433l, .949:; 59.8% Mey5100K 08,61, bgg73-8°, 144503, 18014, stmtlar
ronouon ot cyolohanna exuo, nqnhang 10 hru. at 60° tot omhuon.

M0231(00081001-o)3. ba 5152-4 ’ 1.4&44, 1, 11?8; 68,74 Hh‘ﬂwﬂﬁgklo&l-o;

9560-1,5°, 1.4565 0.9931; 75.2% unaxx(oc‘aloc1-o},. h‘llqu‘. 1.4808,

1,1404; 94,85 31(0Q H mcl-o) & a.u-u% The ohlmnhy.l m!.v-. are.
raptdly h:drolyzm by 220 npnhuy 1: prcsonn of uldl. ‘!hc ruotalon :
with othylnnq oxide has an apyrnc.tau. induotlon yeriod, |
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o sandwioh strustwres. o %

- Approved For Release 2008/12/02 - CIA-RDPSOT00246A003100560001-5 '
,llutruu.o pgumnouo rlunmc iE SGMe UTEANOSOrOmium ouqoundl with

Yu.D.‘!cvotw. Y.V.meku, Cctmmv. tu.v.moku and C.A.Dmaohov‘
(8tate Univ., Gerkii). Dekledy Ahl.lm: 8,8.5.R.115, ua-uuesv).

Traces of ’cu-motu TesOnanse cmm are -hm for sandwishetype
compounds of Crs 0:(0‘36)21, Gr(?l') !, N(Phg) OPh, The 1“ » compounds
have ssymmetrie nnmu-. wish N’h«mt of I by OPR Cll-;.mthg the

. asymmetry. The tonuiu Mcml and All /2(001'“) are dW.rup. for
these substanees: 1.”8, 383 l.m, 285 1.993, 80. The halfswilths of

the nbmptun lines were 17 m. for all thr«. as ahm above. FPine
strusture was -hm in speetya eof the last 2 substanees omly, This can |
be explained by localizatiom of ‘unpaired slectron and pos,.charge at the Or
“tom ow at the arematic eompements.

Approved For Release 2008/12/02 : CIA-RDP80T00246A003100560001-5
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! - G Ve
m and yroperties of uu-, di~, and tri-p-tolylaiiylsilanes,

l»l-mg AV Topeiiev, u un-u un Bedoloonove ﬂ.l-m Peerol,
Inst, Meseow), Deiklady Alnd Mk :.o.s.a.m. 107« (1087),

'mmmmmnmm‘mwwuuu

sorrespeniing Qm rm with e mh“m o oﬁow—
s5iane By heating 10 hrs: at adews m‘,.m Srialkyl Garives were prepd,
MWWM and mhumxmm yields were
gemmally aboud 40-708, Repewrted aves tm-nu,l‘h RS iNay, b,“no-l'.
t,,o.mx.a"x.amum,.-zu-c‘ » 0.8007, 10085, OAPY, b 101-2%,
0.8764, 1.4088; R8ibug, 15447, 00008, 1.4008; uu-u-.. ‘-""""-
0.0040, 1.4808; X s.nua‘ 0,970, 1.5880; B s.m-v‘.

. 0-.“'0 1.5800) I.ﬂ’l', i‘lw. 0.“‘ I.IGIO; lM. »_194-8° ’

0.9400, 1.8578; foo-Bu SiR_, b.lu-l 0.9408, 15348} m-u.nn.. b 160+
2°, m-u. 1.5308; BSLPr OB, b n-m‘. 0.9159, 1.480%; mumu-m,. \

b,127-8", 0,9000, 1.4808; -u-m,. "m.v', 0.9888, 1.4684; l.suoms. ,
b mo.a ¢ 10248, Wz l'lm » m-m . n.u.s-a.s‘; !.bm. » 190.‘, .

| -.n‘n,u» », .-.u.a-l;l'uu. nu.c° 47.5-0%; z.o-uum,.
 agiores®, n.m;wa..s.u-v‘ u—u‘;nm.rm.-.so- |
‘w.l'. | | \

£ Approved For Release 2008/12/02 : CIA-RDP8OT00246AOO3100(560001-5 )
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Bynthuu Of POLYMSTAYLAG1RE TRYLS1LACIANGS, — Coy

x.A.Anarhm and Ydl.mzmu (maotrot«h.lnet. .uo»ow). Zaur.Obshohed

Kbim,27, 1843-9(1957)s
 Beating 46 g. Mo suemg. 7.5 g, Mey8101; end 0,25 g. YeOl .on,o %o 140°

until 01 sontent Of the mixture dropped to 3-4% gave 88-8% viscous polymer
Aohydrous catalyst gave 93-4% polymer, but the hexahydrate gave the most
rapid reaction, Hydrolysis of the prociu,ot and traot‘lmuou of the polymer
showed that some 507 Of the POlymer has mol.wt: 900-1100. The mol.wt.
distribution varied with thov detailed oonditions of the sondensetion, The
formation of the polysilozanes is discussed in light of probable inter-
mediate formation of appropriate slhnoh; produced by hydrolytic action
of Hy0 from the hydrated catalyss, |

Approved For Release 2008/12/02 : CIA-RDP8OT00246AOO3100560001-5
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Propmtion of .ltylclkoxybuma from organosiloxenes. e
u.a.vwonm {84110cate Ohtmlmt,-.hnlmad). Iznst.md.ﬁndk S.u-a.Ra,
Otdn.!himlhuk 1957, 882, - R “
Bonnruion of ormo-llmnu hta ulkyhlkoxyaﬂanu was uttulncd by
rcrlnxln; the dulud RO& with: tho -umm in presence of NeFh or CgHg |
with unmple .oontinvous removal of 'a° formed in the mcﬂ.on. or
wiﬂ: the use of a loh:drathg agent, »mot d1stn. of mixtures of linesr

‘or oyolic -uounu with (RO) 31 '4n presence of XOH also gan R31(0R)

derivs, nuas sre 50-90% nnd a uriu of ani(on) 4-n oomm\ds wag prepd.

" No noum are given,
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. ROBOLLIL Vi cnay Vil W Gl wevea e Vi vevivesiawav w3ld and of
_methylethoxyshlerosilanes. S com
K.A.Andrienov, S.A.Golubtsov, T.S.Maklashina end N.P.Lobusevich. Zhur.
Obshchei Khim,27, 914+17(1987), | A
Addn, of 103,5 €. &ry ELOH to 255 g. 8101, 2-3 hre. at 18420°, followed
by z hrs, hesting finally to 118° gave 256.5 g. mized ohlorosthoxysile
anes. This niktnro (150 8) was alculy addcd with ooolinc in 327 g.MePh
and 3 ml. ltzo to 44,5 g lg shavings prcactlvatod with 8 ml. EtC) and
3 ml, Bty0) the addition (4-5 hrs.) was followed by 2-3 nrs. at 100" ’ ,

~and treatment with aq.HCL at 30-K0°. yielding on evapn. of the org.
Jaysr a residus of polyothylsiltllno aixture. The yiolaa rnngod from
44/ to 74% in sepurate oxpts.. tending to beuss Oi; with larg.r amounts
of #t0d in the 1lst steps Similar reaction of ltlt; and MeOH rollowud

by the reaction with Mg and BtCl, desoribed above, gave. )olymnthylothyl-
siloxane .mixtures in. up to 95& yields on 31014. The boct yiold of the
polysilozanc results when 40060% of Cl content of 3101‘ is esteriried

in the 1st stepj the same proportion 13 correct for 5081013 also.

Approved For Release 2008/12/02 : CIA-RDP80T00246A003100560001-5
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Reaotion of aplohlorohydrm and mthyl glyoldyl ether -m; organoshloro-
sllenes, . ‘
e Siiialinoveidl and hi;K.Bmtsovioh (3tate Unlv, ,Lvoﬂ. Zhur, Obshohel
Thia2?, 1680+5(1957) 4 cr.ébomnﬂg &‘tafoi po Obohchei Khim,8,1366(1953),
Reuction of chlorosilunes with epichlomolm‘win results in ring opening
at the secondm ¢ atom. ~ddn, of aﬁ.’ls ge epiohlorohydrin 0 14495 ge |
reviCla e .)O-ﬁ and hesting 10 hrs. at 60° £8ve 77.3?0 Mesd (OGH (Cd, Cl)sf..
b,202-4°, 129 4912, 4 201 13694, Sinilarly were prepds: 62,24 Usyui-
0C(CHgC1) g, bwloe-v v 1.&394. 1.0752; 78,2% mgai(ocn(cxzul)a)a. by
135«7°, 1.47'71, 1,2791§ 8745% muui(ocn(cn Cl)g)gs by, g158%, L4802,
1.51243 75,5+ 5% uz(ocn(cazcl) )go bglub=8 , 1.4785, 1.2852; Rk 77.8%

*(om(cn cx) )3. b 191-:5 1.491,5. 1436343 EtaiH(OCK(OHSOI)z)ag L
1399, 1,4799, 1,2805, I treated with !la.gcraov in amnil aq.laao 4 88T9
w(cnzcl)z. keaotion with ltabicl raunc to take planu Reaotion of
sie glycldyl ether (27,45 ge) with 14.95 g;. miouicl gave £9,3%
vies1(OCH(CH m)cazoma)s, b uo-vo.s" 1,4579, 1...054. &imilarly were
prepdes 71,45 uzaiceca(ca ul)nnaom)g. bblls.S-aO , lo4498, 1,1321;
77e1% M8 smcx(oa,u)caam, bsoat.s-o s 14273, D.9986; 76% MeSiH=
(0CH({GH cx)oazo.«. bsua..s-ao o 104496, 1.,14915 72.2% Bt81(0CH(OH.Cl)=
GHaOHe) g, b41m-5 » 104899, 11968 60.4% Bt,u1(0CH(CH,C))CH, 0Ve),,
b 41574 o 144588, 1,1208; 72,5% BtS1E(0OM(CH,C1)CR,0Me) g, b,‘laafsoO,
1,4513, 1.3396¢ The structure of the produsts was confirmed by oxidation
<8 8bove to keOCH 000&201 and redustion of this with Ln=-AeOH to
mocaon. b,sslu ’ QZOO.OSBB. ‘rhc yrovio\u report by Andrisnov et al
(Izvut.f\kué.muk SR, mumu.uu 1955,531) es %o orisntaséon
of the roaot-ion or cpiehlemhsdrn with ohlorosllams is sevarely
oritieized, ‘

~
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~ Syntheais of. liquid (m)nmwmomnnomum«
‘K.A.andrienov and V.A.0dinets (Inst,Hetero-crg.Compounds, Yosoow). Izvest,
AcadL,lauk Se3. 34,1987, 684292, - |
It wes shown that. 1liguid polysilomu boaring it end dhlwoyhenyl groupa |
on ths i stoms have higher dialccarie Froperties than their $t-Fh analogs
and thaf. inoruu of Cl1 oontont !.n the ¥h radlcala and luﬂno or the
uumbar of ul atoma 4in the polymr saywe to imprevu tha duhotr:lo permea~
bility. In the temp, range 0-120° the actintlon snergy of visecus flow
in the present group of polyanmnu 1s moh higher than An comsponding
Aoa snalogs; the estivation snergy inereases wm: the number of Ol etoms
in the *h rzdicele and with the number of 44 atome in the polymr, as estd,
Trom the temp. coetrs. of viscoslty.. Po 400 2o !! 0 2nd 100 g. m?h was |
added 100 g. a~6105§4311t912, 108.5 g. Ms,5101 and 100 g. MsPh at reflux
over Z-3 hre,; after washing the org. layer was fractionated yielding
ie 5310818 (Cgl,C1-m)OS1Ne,, b5120-30%, 2301,485¢, d,01.0841,m 204120 Bvaey
7.0,6 3.48, Simllar reaction but with 33 g, \¥8,51C1 gave @ product which
was undiﬁtillab];a; it was purir;Qd by eonteot with aotiwatad elay at 170°
8nd gave 81 MeyS1063t(UgH,Cl-n)810) Sise,, 01,5002, dagl,0634, 720/7120
9,73,€ 3.81; use of 36 g. shsswz gave e ﬁiO(M‘BUcQK@l-n)M‘Q o 70%,
291 5030, dg01.1208, 11,6, 3.80; 30 g, M551G1 gave MagRtfms nh,aso(sut- _,
(Csﬂ‘cl-n)O)‘Bma, 705, 1.5098. 1.1m. 25,80, 3.96. Simileay reaction of |
90 g macca.auw1 (bmlao-s.‘ pupa. by shlorinstion of msaoxz) and
86 ge Mo uiCl gave m» maumm(o.l,ohvosms. 1.4963. J..n're. 10.“,
3,41, Similarly were obtained: Mega510(18¢(C 6%cl o) gSliley, -1,8118, 1, uu.
‘26,68, $,06; shaato(amt(oaascza)o)auh, 1,5250, 1.1.m. 62,27, 3.64;
Ma5810 (3188 (0H,C1,)0) BNy, 1,8380, 1.3630, 97.49, 3.78; Mey310(81EL-
(c H o;a)oauhs. 1.8160, x.aou. 183, 3,77 n-,no(umwglaclg)o) giiilieg,
1.5880 1,2507, 50 45. 3.803 iu,amtm&m ,O’M z..me. 1.3398,
326.69, 3,963 nusuommw.ngm,)m‘m, 1,8470, l.m. ¢ $.93. The
dichloroseilefne used in the last wm was prepi. by trlahleumion of

the m:cxu the: uehl.eroqlhu. 34040,
Approved For Release 2008/12/02 : CIA- RDP80T00246A003100560001 5
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 New halogen containing uluninoslucnnorganic oompoundl of type R 8104\118. ‘
N.F.Orlov (Silicate chom.lnet.,Loningrad). Doklady Akad ,Neulk b.b.S.R 114,
1033-5(1957) , L

Cf, Voronkov et al. thia j. 84 959(1958).A .
Boating equimolar prOportions of haxaalkyldislloxanes wlth Alx with distn.
of trialkylhalosilana results in 70-85% yields ot R SLOAJ.I8 ﬂlating 43.6 |
&e (Mcltzs:l) 0 and 26.6 g. A].Ols 1 hr. st 135°, finally at 210°, gave |
24 g, M08t28101 dlstillaee while tht residue gave 36 g.*MoEtbSIOAICIQ,
b,143-7°, 2.35°, Similerly were obtained:: lcasIOAlcla, b 102°%, n.88%;
rdeth.aiQA].clz. bg128°, .46,5%; Bt saoucla. ba173%,. m.4a° u.s.szousra

by 127°, muu-s% ltﬂlzoIOAlBra, b, 51:50 . m.66°%; N $t4310A18r,, by (1739,
ne55%; st.sszomarz. b,161°, m73°, ‘!‘h. products ars gtable im dry air

but rcact vigorously with H 03 thoy ara sol. in usual org. solvents. A }
similar reaction with-(§1381)80 and Alxs-rai;ed toAtakc place after severai

hours of refluxing. Slow addn. of Mex810A1Cl, to H,0 gave (MeyS1),0.
. g

A?Ej§4@‘4”>4’é210/°‘“

L)
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Reaot .l L .. “ciiicon vetracnlioride with acetic and benzoioc anhydrides,

V.V.Udovenko and lh.?h.rialkov (Polytcch.lnst.,xiev)‘ Zhur,0bshchel
Khim.Z’?, 905-6(1957). Ct, rri.dll et al, Ann,145 17'7(1868).

Mixing 1 mole 8101 with 4 moles Ac. 20 yialds a ppte of 80% BI(OAc)
m.110°, and AcCl, The same products form with other reactant proportiona.
but the product fails to precipitate if the ratio 18 under 1:4, Similar
reaction with Bzp0 completed by 1 hr. on = steem bath and removal of
BxCl in vacuo geve a viscous 1iquid 81(632)4 which slqwly}solidiriod..

- This was undistillable,
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Bynthuu or_nlmmoumiunu-. Reaction of metathesis of sodium
salts of allﬁlai“hmbridh and aluminum chloride,
K.AeAndrianov and A.A.Zhdnnov (Iut.n-uro-org.conpounda. Aoad.mi.. Mog-
ocow)., Doklady Akad, Neuk S.8.8.,R.114, 1005-7(1967),
Hyarolysis of 106 g. PhSiCly in 100 ml. Bt,0 with 200 ml.B,0 and 100 ml.
§t 0 gave efter sepn, and evapn, of the org.leyer a polymer whioch after
drying at 60-80° was treated with 100 ml, 20 NaOH in 3tOR (oxothcrnic)
the soln. was evapd, and thn rniduo dri.od in vaouo. yicldlng after
roory-taluzauon from 98:» u.,eo-zﬁ 1,0, a solid Phsi(el) xa.l.svngo,(x).
Stirrina 37 g. (b 810) cyololiloxuu with 20 g. QOH 1n 50 ml, MCOH 3
hrs, at 40° g-vo artor romnl of volatiles and drying of the rasidue
‘at 150° » 8 hygroseopic powder which treated in Mez 0 suspsnaion with
4 moles ngo pn- 1 mole of produoct, hut«l rapldly to bolling, filtering
rapldly and cooling, gan ngdln ot n.osmzoamaoua.ma?h%;muarly
was prcpd. nsx(on)zoua.aneo(rm BYOH); and uao(mmm,n. I (0,075
‘mole) in 130 ml, $t0H was treated vi&’h 0.023 mole Al1Cly in 35 ml, &4OH
~and artor refluxing 10 hra. and rntration there was obtained 77.8% NaCl
'while the ﬁltracc gave a hard polym approximting (anog) Ale Similarly .
II gave an organically soluble polymer (swio )5A1 and ITY sinilarly

. e_pvo a polymar contg. 37.6% C, Selx K, 21.4!772 Si, 8.84% Al end 1.49% Cl.

o '. Appbrov'ed For Release 2008/12/02 : CIA-RDP80T00246A003100560001-5
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Synthesis of msthylethylethroxyohlorosilane and determimasion of its

thermal stability, | ‘ | W&”"‘
K.A.Andriamn, 3eA.00lubtsov and H.P.Lobusevich. Zhur.Obshohei £him,27,
918.20(1957), | |

To 4056 8. Mg at 40° was added in 3-4 hra. 2685 &e u.u(on)oxa. 107 c;
C1 and 250 g B%,0; after 3 hru. at 50° the aizture was distd, ylel-
ding a rangs of fractions from whieh was isolated 31,5% mmsuom)ox.
Upggl18-9°, BOC1.4135, 6,.1.068, and 135 MeS1(0R%]01,, b.96-9°,

3imilay rcaouon of %e31(08%),C1 gave 52.4% Kestid (OBe),, b.,“mv.-s“.
1.3925, 0,8440, Refluiing 68 g. HeE$81(0%t)C) in e fractiomating coltmm
60 hrs. gave 0.m matsw;atuta. from ﬁhya.consnnts of the 1lst

frection). Similar treatment 50 hre. at 200° gave 0,27 Me8t3101,

Alkoxyeilenese. VII. ileaction of tetrascetoxysilane wish aleohols. Sym-
‘thesis of tctualkm.y- and alkoxysestoxysilsnes. : D"?‘“‘OS M conn
Z.K.Lolgov, V.i .Davydwa and i.G.Yoronkov (Silieate MM..L«M‘)«
ckur .Obahohed Khim.z7, 9R1-6(19057), Cf. this j.u,muoub

Addne of ROA to #1(OAc), at ao-vo gave after stirring et this Semp.
1e6-2 hre. & dissilladle material and mutmau- reaidue of .uteh
aoid gol. Thus, 54,2 5. 81(0&0) and 63.4 g. BuOH gave 778 umu)‘.
bgldted s amo.aou. nn ‘Laan. #imilsrly were X prepd.: 8BS (uma‘at.
By o11846-7,5%, 0.0880, 1.40765 62 (Mey00)gsd, b‘OG.M if run ot
reflux, ar 76: if run at 100%; astempss S0 prepere (sey00) 481 feiled,
Also prepd.: 83% #1(083)g) 800 (PrO) ¢S4, by118°%, 0.921Y, 1.4010; 775
(180-170) 451, D1y02=1s8°, 040775, 1.8845; Y8E (1s0-Buo) s, b;2189.5-30°,
0,8605, 1.4064) oFx (Ogl)y0)est, bpaSB-c®, 0,0000, 1.4088; M$ (M0) 84,
'med8%, Distan, of 41.5 g. tn.com(m); with 11 g. DulK gave 50% |
(MegCO) (BuO) 51(0Ac) g, b3318880°, -ﬁ“ums. 030140140, slso formed in
70% yield from 66 g. ﬂ(“‘huﬁhu Mog0OR and 19 ¢, m. Also
reported aret (Negfo)g8i{Gac)g, Byl08.3-2,8°, 1,6040, :..uu. 47,55
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926 (5U0) 581 (0he) 5y D), 144-6°, 1,4099, 1,0223; 88» (sw0=0 B, 0)gp10ks,
b5198,7-9,7%, 1.4291, 0,9064, Keastion of 51(0s0)y with NeOH gave
an azeotropic ‘mixture of (MeO) 51 and AoOH, acaotlcn.ot 36.5 g. ui(OAo)
with 27.1 g, rrOK yislded a gol on heating to 95 and a high yleld of

AcOFF, The resction of ai(oao)4 with ThOR 1s best rua in G X  at 100°,

DPirect synthesis of naphthyltriohlorosilane, | \

FobeSemin and AsD.ietrov(Folyteeh. Imst., Gorkil), Zhur.Obshchei Khim,

27, 926-8(1957),

Reaction ot'1-0105501 with 3i-Cu was run in o 243650 mm poreelain tube
vielding with the usual §i-Cu alloy but 1-2% RSI1Cl, at eves 600°, If
20% Agzo is added to the alloy the ylold rises to 10-1!&..11;1613¢
laos 2-%: 3101 and 10-15% 10! o Thebest yield of OIOI,ﬂtﬂl was 28%
when the ai—Ou alley was mixed wlth 20, Agao and ary IDI was pa.scd
through the Sube durlnv rcaotion nt 800-540°: flow rate Of 8-10 g./nr
and finely )crtioulat‘d allcy are essential to this yield, The prcducs,
b‘148°, rqadily gave Cqoh S1¥t, on srestment with ItigBr; this producs,

754%%y on tres ,
by132-3°, 4, C,9734, 1o01.5712, 1 sbows sbs. max. 312 and 319 m |

20
since pure l—lsomor of I has a single band at Sl2m , 18 is bollcvia

that I rrom the direoc synthclis above s a nixturs of 1-8-1.omnra.
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lynthuh and propertiss of trisubstituted d-rrntivu ot 1-»»:1-11.».
P.i5.8anin (Polyteoh.Inst,,Gcrkii), fhur .Ob-hohd. Khll.ﬂ. M’O(lﬂﬂ.

To 1-010&,!@: trol 36,4 g. P3r was a«od 38 g. 8101 and tho nixture ws
allowed to stand onrught. was refluxed 0.5 hr. and trc-m with 1.8-f0ld
sxaess of alasr; after refluxing 2 hrs,, the solvent was dfistd, nM the
residue hoatod 2 hrs. on a stean bath, yielding 30% Bt 81, amd smmtxtmd 14.0;(
yields of 1-0101.,3“33 143-3 . end 8,5 g. yield of (10, ofly) 45185, b281-
2%, 4g01.1100, Resosten of 765 . 9101, with RMgX from 684 g, 1-01011,&»
for 10 days at 13 gave after rutra.tion and rraouonnun 0% 1-0 ou,:no;,.
b,134=5°, 2.53% To MelMgI frem 1e¢ go Mg was added 14.5 g. 10, oRy88(OB% )y
end after. r-ﬂu:m 0.5 hr, the lc 0 was distd, and replaced by ho-ugo -
and the mixture was heated ¢ hrs, .c 140-50°, ylelding after the usual
|2, treatment 708 1-0, M 1My, b, 1108-3°, 4, 0.982), d“:..m. Simtler
(use of 4-moles BtMBr gave 1-0,.¥ BBy, b 142-3°, a_ 0.9828, n) 30,6718,

To MeMgl from 4.3 g. Mg was added 13 & 1-0103731013 m after refluxing

2 hrl.. distg. the R‘O ard heating the residus one steam bath 1,8 m.
there was obtained 80% 1-c, 8,00, 1oz-a°; sinilerly was obtained
82% 1-olon,sm from 0.15 mole MS101, ma 0.54 mole BuMghr, amurxy
Prighr gave 705 1-0 RysiPr , :m b 164°% 4 0.9583, n; 5 1.8868;
BuMghr gave 76.5% 1-clol,sm,. b200°, o.sua. 1.m. To 10.8 .. g in

50 ml, Bt g0 vas added over 2 hrs. 18 g. 1-C oq,smla in 45.8 g, X o OO By
in 100 -1. B,0 and after refluxing 0.5 hr, and aq. treatment tum we
obtained 88,6% 1-015731(61201.%)3. »53181‘ ».0.9988, 1.5988. Yo 26.1 ¢g.

10 0%,81C1y in 23,7 g. pyridine and 40 ml, Et,0 was sdded ap =38° 0.4 mole
4eOH in St 0; after warning to room temp. and refluxing 15 min,, the mix-
ture wes washed with Hs0 yielding 84.0% 1-0; R, 51(om )y, v, .m-;o‘.u.u"
Similarly were prepd.: 52.3% WMW enalog, 53143-7!. C,,l.m.ln ‘

1.8208; 81.6% tri-isopropoxy snalog, h'uo-l o 1.0090, 1.8180; 82,08 tri-

butoxy nulog. b,:u‘-! o 0.9967, 1,0008; ao.u trz-lnuuv m. b.lu-O‘
0.9660, '1,8018; 80% trh(l-cmuxw) emalog, b.uo-v‘ 0.0488, 1.4900;

us tris-se¢.00%0xy analog, W. 0.9488, 1.4948; 80% Wwi~qyslehexoxy
Approved For Release 2008/12/02 : CIA-RDP80T00246A003100560001-5 ] D



o ' Approved For Release 2008/12/02 : CIA-RDP80T00246A003100560001-5 R

S phees >
8 ‘ ;

: ana.‘l.os, 'Y m-s“. 1.0100. 1.5«0; m srisllyloxy ana).og, b' 'uo-vo

1,0684, 1,5460} ohhlrly was pupn. o muocn CH: cx,) . b‘nn-e .
1,042, 1.4892. The tenp. of ‘the rmuan was raind to 5-300 for uu
higher mol.wt. alos.

‘ }C/O'\\ .
laloccuuon of aro-uo silanes, IV. l'npuraucn afd p:npcnu cr ohloro-
and bron- dcluuvu of p-tolyluzoumomm. ’
G.V.Motsarev aad A.Ia.mmovm. Zhur (Obshchei nn.zv.uu—somsﬂ.

Or, this :.u.uaum).
Chlerination of 20 & p-ltc.l 8101' (I) and 0.1 g. m»oh 1 hr.40 ain. ot
22-50° wmtil 2,9 g. \vu eained gave 84.7$ MeClOHS101,, 8y,180-71°; purer
product, by,188-3°, d5o 1.3948, Beated with Br-E,0 in sealed tube it gave
73% MaClBrC 15, which euum with x s ,-xaso t0 8l.4% B-ehlaro-4-
bonobmoic ae id. aho\ung that the omu was Spimx a-chlore=-p=t0lyl deriv,
Further ouwxmuu of I as above, finally at 65-70° unsu a BO g.sample
gained 6 g., gave m1,o°nauc ' buuo-cﬂ bulbl-t a3h.s186 (16.2 ¢.),
prodably a mixture of 3,5- and 3,6-dichlero derivs. Further cuormuon
until 8.8 g. gain was reachsd gave from a 20 g. sample of b ¢ ao.a '
O1yNeC NBLCLy, by, 208-72°, -.«-v". e prodeble isomer mixture. AtSempt %o
induce desper chlarination at 95-100° resulted in weight gain or dus 10.4 g.
and gave soms _poanohlerotoluu, 2.218-9°, tetrachlarotoiuens, 8, 100-10°,
and triohloro derivs. of I, 1sclated in part as polysiloxanes after aq.
troatmnt.’ ma'tmuen of 20 go I without catalyst as 28-8° 18 hri. eave
no wt.gu.ng ocntumntm at 96-8° 13 ars. gave 4.8 g1l -uot with 1its Gl-
chloromethyl snalog) She mizture, 919180-3°, €30 1.4120, Redista. gavehnGl-
p-C10M,0 H8101y, ¥ oy b15138-70, €301L4645 (with Brelia0 Shis gave after
oxidation with x,crzo., 2-ahloro-d-bromcbersole ecid). Addm. of 1Y.0 g. Brz
to 22,2 g.X and 0.1 g. powd.Te ana heating fimally 20 miam, n 80° gave
80428 m‘l.h(-plﬂicl.. by0136-7%, a3f 1.6580, whieh solwly erysteliised;
with BreBa0 it gave a ditromotolueas, .256-400, 'which cxidised %o 8,4-d1-
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bromobensoic. acid, mu171-3°._81n11ar bronminstion dt I but with doudle
- propartion of Br, gave 28,1 g. di-bromo-I, b 10165-6 » M.56-65°, which trea
with ur-ligQ followed by oxidation , indicated the presence Of various
1somarl, yrohobly 3,5« and 3,6-41bromo-I, Attempt to irduce deeper bromin-
ation with mors Brg and higher roaction temp. (90°) 8ave BLOl'lr und nixed
tetra-and-pentabromotoluenes, along with some tridromotolusnes, An aqe
troatmnnt of the roliduaa snvc a poly-ilozano based on dibromo-I, “h A
1346 & Br was added in 1.5 hrs, t0 19,2 g. I and the mizture was hsasld
12,5 hre, as 90-8° there wes obtained 16 g. p.-(arcn,)c,n'nascxs. %0
148-80°, 0201,6883, contirmed by treatment with Br-y0, followed by cxid-

ation.
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) .. lynthuu of nlkylohlm-ocilmm. by thc method of h.tororunououl

condensetion,
N.K.Sokolov and K.A.Andrianav (V. I.Lenin AllUnion sleotrouoh.tnlt..lbacow).
‘Iznn.Akad.Nauk 3.5.3.R.1887, 808-11, | ‘
,'Oondonntion bctwun silanu eontg. no and cl groups proc«dl stepwise

and is e oonvcniont route to low mol.wt, polyailoxanu. To 340 g. lozsicl
was added 128 8. #tOH and after heating at 80° to complete tho reaction,
thers was obtained 65, 5% u.zsz(ou)ox, Dyys94-5°. This was allowed to react
with various ohla-oananu in the presence of 0.5% FaCl, at 48-60° and the
filtered mnturu wera frac tionatod. lquimolar mixturo ot Me,31Cl, and

e 31(0BL)C1 gave: ze% (Us,8101)50, b, . 135.5%, 16% Me,3101031ke o0S14e,01,
Lo 8178°. and 10% Ko ;S1C10MMNS (e 05 1:e g0%1Me C1, by3g2l60. Rcaction of
1:1 ratio or uozsuost)m with ltzsml ruult.s in roaction of dbut 1/3 of

~ the amount of the 2nd aubstanco, yicldins mlnly products with 4-0 S1 atonms
per molaoulo; reaction of 2 molss leaswzg to 1 mole Ue,51 (0Bt )C1 gave:

14 £6581C1081Me,01, b, 77°, m, -109°, as, 1, 0299, 13.7% Bt ,S4C1051Me,0-

'+ 314e,01, b)4106°, m, -103°, aZd 1 +0197, and 5% Bt 51C1084Me,081Me 5081Me,C1,
‘bmlso-s o me -95°, 422 1,0158, Resstion of 2 moles Me3{HC1l, end 1 mole
U551 (0BL)CL gave 18.3% NeSLHC1081ueNOL, bp47103°, m. -128°%, a2 0835,

10~ Hey51C1051MeHCL, b 1ao°. m. «120°, EQ 1.0609, 6.4% MSGINOI0SIMeR- .

747
 StMercl, bp148°, m. -nz°. agox.osas and 2.2% Me 55101031 MeR081M0NC] ,

o b., ‘.,159 R m. -111 " dgol.oslb. r«u ontalyzu the disproporsionation or -

siloxanes \vhioh contain a 8i-H 1ink. Thus nszml and lthi(Olt)Ol gave
among other productst 7.7% % Mo 81016818tHC1, b, 74°, m. -110°, 4Z0 1.0810,
8.1% BtSiNC1OS1KtHOL, b, 81-2%, m, «128°, a201.0609, 8,0% 4045161031 BLl-
0518401, bmal.s-a » me =108°, dzoz..oaaa. and 3,3% namzosmmsxmcx.
b, ;89-90°, m, -111°, afd 1. 0453, Chlorimation of the siloxanes at 11-38°
(of. Andrianov et ale znur.wm.mm.zo.’aauue)) geve: &8&01.081&018.'
88k, bygolal®, m. -22°, 450 1.3081; ess :ozsxomsm.ma. b750181°, m.-290,
438 1.1003; 7a% Megs1010518t015, b,B5E°, m,-05°, 450 1.2833; 668 BL8101,0-

S1BtC1g, bg9e°, n.-60% aff1,e000; 955 MeostcIBAIRLEIOR MM n 3500,
B 8' Ap.proved For Release 2008/12/02 : CIA-RDP80T00246A003100560001- 5._'
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e \ | | s i _noo - dzo'

n.=56°, 450 1,3290, and 60% FLE101 OB1RLCIOBLEL0L 5, D110 s Be=36", dgp
& f | |
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Synthesis otW{;trlmsthylnilylatyrons. lotrimothylsiiylcyclbhoxcno and
other unseturcted drganosjlicon compounds, | , '

fJD Fetrov, V,F.Mironov end V.G.Clukhovtsev (Inst.Org.Chcm.. Acad. doi.
roscow)es Zhur.Obshehel rhim.av,~155579;1957).cr. Izvest,aAkad .Nauk S.sR,
ctiel,khim.neuk 1066,461. | K

To 23 g. Ne in finely divided state under 7t,0 there wes sdded 50 ge
1035101, S ml, l-ehlorocyclohoxcni aﬁd 2 ml, stho; efter a resction

had commenced, 80 x. i-ohioroéycloh‘xenc vas added over 2 hrs., yislding

’ 171.5°, n3°1 1628, 4

5C &e l#trlmsnhylsilylcyolohexénc, b 0.8351, whrse

' Reman spectrum was (om=l): 215(4), 322?1) 293(9) 321(0), igb(Z), 331(0),
c02(0), 439(1), 491(1), 539(3), 632(3), 660(0), 634(3), 729(0), 753(1),
837 (3), ass(zi, e11(2), 943(1); 97C¢{1), 1500(1}, 1059(8), 1079(2), 1124(0),
1179(2), 1195(1}), 1351(;),v127;(3). 13038(2), 1354(3),_1597(1), 1400(1),
14:25(4), la48(1), 1460(1); 1620(4), 1575(0), 1558(0), 2333(4), 2i65(3),
2960(10), 2033{2), 2987(9), 5005(8). 30%2(10e 3inilsrly, to 23 o, powd;ua
in é.‘ftzovwas added &0 g. 'les.3Cl followed over 4C uln, by 69 g FhCC1:Cig;
slter 3 days there wes obtﬁinec.éz g. Masﬁicthzcﬁa, bsszo, 1.5115, 0,8866,
Tovcrignard reagent rromis.z 8. Mg and 59 S« 1ACH:CHBr wse added 30 &,
Prﬂ.zﬁiol and after distn, of ﬂtao the resicue wes héetcd»on‘a steum bath

o 51C:: CILFR, 18133 .
1.5413 0.38908, To 250 b- abs,4e0ll, 7C s« pyridiue and 300 al, “646 wasa
‘slowly added 33 g, (:uﬁsicls) and after 2 dsys the mixture ylaolded 22,5

G e (:cﬁsi(oaa)a)a, b,80°, by 45228-9°, 1.4155, 1.0288, Simllar resction of
Giiy:CHOL5101, gave 50% CH,:CHS1{OMe}4Cl, b, .157. 4%, 1.4183, 1,1109, Use
of ZtO0H similarly gave caa:cﬂsx(a:t),cl. byl a4°(aon. ‘decompn. ),1.4161,
1.0145. 3imllarly O1CH:CH.1Cl, gave 41k (Me0) 3 54CH:0HCL, by, 01640, 1.4198,
l. 1097. Similarly e 5101 an& 1—ohloro-2~butyn-4-ol eave e ltdiObﬂgo
G!CCH 01, 1258°, 1.4593, 0.9068; similarly wes prepd. 45 uosaxoonaczc-

CliaCl, b571 ' 1.4558, 0.9988. To 46»g. powd.Na in Melh was added 3 nl.

& hrse., then %reated with H 0, to yleld 12 g. Fr.ie

3t0a0 followed by 78.6 g. BtgiiCla at 50°; alter refluxing 2 hrs, and
Standing overnight the mixture yielded a 1uuge of products with wol.wta,
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up to 1200 and b abovs 840 « Reaction of 10 g. M.aoicnac?'cn and 48 g.
u.coal Hﬂﬂ!;‘!;i allowod by atand ovarnight zave spontaneously 14,5 Qe "es-icuo
ubm.ﬁCOA., bsq;aa-v , 1.4852, 0,9198, Iquimolsr mixture of . (Aso)nxsgﬁ

and HePhsi(CHaCHICHp), gave 90% MeEhAL[ CH, GHWQSr(:)(OM&) 21 n3°

1.5550,
o daol 1799. e 41013 (450 g.) and BuMgdr from 500 . Bulr gove 47.3
Buds&31C1, b747136.4 s Lo 4000, 0. 8751; 3inilarly were prepd.: 37,57
Prife 101, bpzslld. a°, 1.4138, O. 8726, and Prit 3101, 2l Ziay by, 1600 4°,
1.4347, 0,9024, To ﬁuuébr from 262 g, BuBr was added 65 g. Cﬁ sCvelcl 3
end after 5 hrs. rerluxing the mixture was treuted with HZO yielcing
78497 BugiCH:CHy, b, 4228°, blalus 1.4494, 0,7988; elmilerly tere
obtainnd 85% MegSICH:CH,, byygBs .60, 1.301C, 0.820%; €74 Kb, LACH: CH
51480 5° » 144345, 0,7728; und 51,5 PralliCi:CH,, b75&'5198.8°, 1.443C,

u.?asx.

slkoxysilanes. VIII. Alkyl (aryl)acatoxrsilsnas and thalr ?aaction with
¢lirbetic sloohols. ' | 5”=5”"c”'4;é?i4rh
eied61lgoV, VetoDavydova and i.0.Voronkov (11icate Chem.Inst.,Laningrad).
_hur.Cbshohel ¥hln.27, 159*.9(1957i. Cf. this J.07,521(1987)e

13tne of = miziury of 133.5 e rnn1013 and 26044 g. bcac after standing
Tee 0 Arse £ave 33404 Jhoi(OAo)s, bl;SS R uzol 19”9. nn°1.4voa. onp ohilling
taa product golidifie: and m.54.5 o Thus were prapde: 70x M'“i(OAe)s, by

8?7 d° ned40.39; 94r An 1(050)2. lb5°, 1,0540, 1.,4030; 5% rezsi0Ae,

by, 0105-4 » 0.3914, 1.3375- 705 azli?onc)é. b3107.o-8.5 , 101428, 1,4123;
0. JtaJi(Ouo)a. bg73e 3%, 1,0240, 1. 4152; 7445p Busi(OAelg, b‘112-4 ,
1,082, 1.4155; 78, lgo-ousi(OAclg, b4101-2 , 1.0964, 1,4188; B81% e RtCHe
w1{0Ac) ¢, 7110-7 , 1.0938, 1,4185; 70/ acﬁllui(aac)a. bzlal-z , l.1367,
164450, Refluxing 30 g. Mey1C1, 4n 70 ml, Cgly through a Sohxlet thimble
with 30 g dry NeOac I hrs, gave 78% Nszsi(Oiclg, bygol85°) the resotion
with Acy0 as above gave a 90, yield. To 28.5 g He31(0Ac)s was added 23.5 |

irbﬂ'gtvlna an exothermic rssotion; after stirring with cooling 1 ar. the
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77~ Hagsi(0Bu)OAs,
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mixture yielded 79% Mes1(OPFY)y, b, 85.5-6,5 » b,,83.8°%, 0.8831, 1.3990,
if the mixturs was directly distllisd'in vacuo., Thus ware prepd.: 794

Me31(OPr), above} 47% (1so-nn0)531uo, ”13101'50' 0.8690, 1.4048; 24%

(cﬁnucmolasm., % 201-2 ’ 0.8807, 1.4310; 84% stsuenu)s. blolaso

10,8787, 1.4148; and 42» Fhs1(0Bu)y, b,165-7°, 0,9450, 1.4608. If the

roaetibn,mlxturc is digtd.\at atm, pressure the acstoxyslilsanes resot

with the svolved KOE and the produsts sre silanola.ﬁnq'ibt‘ra of cdH}

ths silaﬁols eondehee in the proécss te po}véiloxanca. Reaotion of 27

Be Ph&1(0Ae), with 25 '¢. BuOA completed by 1 hr, at 100-20° gave 42
hai(OBﬁ)ao The reaction of acotoxy;llnnas uith aCH reguires heating

if R ds8 u tsrtiary rudtcal. - Thus the rcaction or we31(048)y witn uc,cou
in verious proportiohs heated 3-25 hrs. at 120-30° gave uyp to 748.%»

m.ﬁi(ésc)((‘agm&)g.l by71.5%, 0.9431, 1.4020. 3lox addn, of 26.4 a. 8,504

to 78,5 &e xeui{0A6), and stirring 1 hr. gave after distn, in voouo

55 Lo MBS 1(ocu-3)(oao) .bleﬂlo, 1.0?80, 1.4245%. Thas w;re~obtainad:‘633

a5 1(0cue;)040, b, 155, 6°, 0.9318, 1.3995; 64% Ph5i(0CMa;) 040, BylaRe

757

©§°, 1,0044, 1.4611; 82 xiﬂi(ocmatt)gt\o, b,92-4°, 20,9221, 1.4130; 403

.,,umo)(ocuacxaca..a)z. v 116-9°, 0,923, 1,4131; 855 Me31(AAs) ;0CH =

- Gil Clitie buloe-a » 1.0333, 1,4085; 204 ‘%“1150 mo) gSLisOro, b 150-1°,

'8 1
0.9151, 1.48503 40% (cenmcmaotsm(oxm) . bllls— » 09879, 1.4170;

3‘4.5-6 » 0.9303 1."0&1.

1
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C
EStofs of beric acid in the Frledel«-Crafts reasctions ' c¢£;ﬂh7”
V.K.Kuskov, B.M.Sheiman and 2.I.Maksimova (State Univ.,Moscow), Zhur,
Obshehel dhim,27, 1454-g(195§).-
Esters of borio acid can be used in the FPiadeleCrafts form of alkylation
of aromatic compounds, such as CGHG’ “eFh, mexylene, PhCl and FPhOH, The
mixtu: of (RO)SB and the aromatiec compound 1s treated at 20-50 with
lCl and the mixzture heated O, 5‘14 hrs, at 45-10C° derandiny on the
reuct1v1ty of the substrata, Yields of ths alkylated procucts range up
to 80«20, although Meinly 40=-65% yields urs obbaihed. Tha esters used
includsd (3t0)zB, (Fro)sa, ”(BuO) 8, (iso-3u0)g3, (iso-AmO)sB, tris-te
ethvlhexyl borats, (03P170)33 (CeﬂllO) 3, (¢ hCI,0) B (cugzcncnao)ss,
(LIChanzo)zp end ethylene glycol borats. ihs esteis were rrepd. by
aszaotrogpic dahydration of KOH and B(OH)3 in 06L6 with enhvirous Cus 4.
Thus were rsported: 26.{Et0)zB, b.117-20°, d.0.8660, Dol 3775, und
tris-2-ethylhexyl borate, b3185-5°, 0.8619, 1.4585. Heating 9.4 g (Pro) 5B
vwith 9 g, .1015 in ¢5 ml, PhNO, 3.5 krs. et 80«75° gave no HC1 nor PrCl.
vhils predoninsutly p-isomers of alkylatad ;roducts‘wera obtained, the
noriuiully sxpectsd o-d.rivs, webe also found, irolonsed rsaction of C6H6
wiith ¢ moles AlClg snd 1 mole'(EtO)gAl gave 47,2 Itth and 4,6 Et206ﬂ4;
(60) i1 or (£70) A1 failed to react.
Approvéd For Release 2008/12/02 : CIA-RDP80T00246A003100560001-5
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Riaction of cycIOpropane hydrooarbons wiﬁh mcrqurio salts,.
VI, Organomercury compounds from phshyléyclopropane.
3.Ya.Leviné, V.N.Kostin and V.A.Tertekovskil (state Univ.,Mospow).
Zhur.Obshchel Khim.27, 8€1-5(1657), Cf. this 1.26,2998(1956),

ihgking 122 & Hg(OAc)z with 45 Ge IhCﬁCchnz in 420 ml, HBCViE hrs,
gave after extn., with Tt50, and distn. of ths ext. 71 PhCH(OH)CHZCHz-
HgOAc, m.65-6°; this in ice cooled . solﬁ. we s tfeated'with KBr,

KI, KCNS and KCNe but only }hCH(OH)CH2QHéHgCN3, m.61°, was 1solsted,
Treatment of the acetats with Na stennite gave Hg(CHBCHzcﬂ(OH)Ph)z.m.
77-8%(from ag. Me_CO)s Shoking 27 g. Hg(0ic), and 10 g, PhCHCH,CH,
in dry ¥eCH 12 hrs, gave 62% ThCH(Cife) CH,CH HeC te, an 0il. This with
approfriate K salts gave: ThCH(Cus)CHpCH,gCl, m.82°, PhCH (OMe) CHCH,-
HgBr, m.e7°; ThCi(Cite) CHCH Iigl, ma79%; I'hC:I(OMs)CH,CH,HgCN,m,84°,
To ItugBr from 3.9 g. g was added dropwise 30 g, PhCH(OH)CHBCHEHgCl
in £t;0; after refluxing 1 hr, and decompne ith ag. ..cOH there was
obtuined BtHgCH,CH CHFhOH, an oll, which rested in vacuo symmetrized
and yielded 51 EtgHg and 47,5 Hg(cnzc320H(OH)rh)2. *hen 3 moles of
Stigdr was used er mole of Mg derlv. and the nmixture wa: refluxed 12
hrse there were obtalned: Etéﬂg?niﬁﬂ EtTPhCIOH, 1hich‘was 1dentified

through 3,S-dinitrobenzoqte,m.67-80.
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_Bynthesis of mixed M ommds of type ArAr‘'AsX and ArAr°Ar%As

from double diazoniux salts,

A.K,Nesmeyanor, O.A,Reutov, ﬁ.o.nundcl and I.P.Beletskaya (u.V.Lomonouov
State Univ, ,Mosccw), Iznat.Akad.Rauk 8.3,S.R. 1957, 92041,

To 10 g. I»’hA:J:2 in &200 was added at 0° 6.7 g mzcl.chla eand the
mixture, after evolution of N, had subsided, was filtered, the ppt.
washed w.ith‘ Me2C0, and riltfratu'fmx:d;., gave a vigoous liquid which
after washing with 1:1 ACl and treetment with 40% KOH gave (PhyAs),0,
me91%, in 7 1% yleld, To 9.6 g+ PhN,01,2nC1, in iozco was added 8 g,
PhAaOla. rollowod at 00 by 9.0 & Nal edded over 1.5 hrs.} after treate
ment as ebove there was isolated 42% (Ph, 3)20. Similerly was prepd,
39%(p~C1C, 4Asphoi.o which with HOl gave p-C1C0H,AsPhCl, B,180-90°;
oxidation of this with 300 3202 gave p-ClOsﬂ AsPhO R,m.181-2°

Similerly p-O,NC.H W.C1,PeCl,, PhaeCl, and Nal gave Xxxkh p=0pNC lgAs04H,,
dec,300°, §3§§§§SI*F‘.§-.§.!".*§3 end 51.6% (p-0,NCH 4ASPh) 20, which
with EC1 gave the chloroarsine, P=0zNC4H,AsPRCL, b 1vo~90 » which with
H,0, gave p-ozNGGB AlPhOzH, 2.173%, Similarly wes obtained 0-02N06!4Am.
OZH n,193,.5%, through the oxide (’-0211063 AgPh) 20. Similarly was prepd.
807 o-1160,0C,H AsPhO,H, dec.above 300®, and 50% 0-H0,00,H  AsPROH, a,
above 3 oo‘ (1ntormodiatc ©0=H0,C0gH AsPh) ,0 formed in 50% yield with
- sore 20% Me ester, 81m11a?1y‘ PhAsCl, and o-BtOOQ_lJ!zGl.h_Gls and NaI
gave 64% (O-BtOOGB‘AaPh)zo, whish oxidized with Hy0p to o-BtOCgH, AsPhOgH,
m.182°, ‘Analogously was ebtainod cs%(z-oloa.,mrh) 20y which gave z-olon,-
AsPhOoH, m.137-99; vlﬁtp-nocan  ASPh),0, which gave 37% P-MeC N, AsPRCL,
bie 190-925 » Whioh gave p-mcen AsPhO B.m.lsz . ancl and Phascl with
NaI gave as above (p-Brl H Asl’h)zo, which gave p-Brcen AsPhOl, b6178-90°
for 25% overall yleld, and this gave p=BrCgH  ASPhOoH,me 1760, To 5.6 g,
p=MeCzR N,C1,Zn01l, in MeyCO was addcd S¢7 &e p-om,x AsPhCl and at Ob
over 50 min, was added 1.5 ge powdsFe, ylelding after aqs. treatment 38%
(p-loﬂcl )(P-Clc . § -)AaPh. visocous liquidj chlz ndduot,- m,188+9°, Use

of ).m-c AsPhGl slmuarly uvo 52‘ ()-&c,,n4) (p-BrO@)A:PQ.m
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Mo c:oxcm, 260 ml, Me co, 500 ml, C gl and 67 g. 35% Ogll, soln, of
(t—AmO) sAl und er N 40 hrs.. rollowod by treatment with cold an.n 80 .

the yiuld was 68’» when (150&&0)35.1 was used,

'

Synthesis and ohonioal t.unatormtions or triohloromethyl and &/ 'ddlohloro-_

" allyl derivatives of merourye o WMW

A.N.Ncmyanov. R.Kh.hcidlina end !.K.Vcliohko (Inst.xotoro-org.compoundc.
Acldoaidgm”")i Domdy Ahd.ﬂauk SQSQSQRnll‘. 557-9‘195’)0

'.Ultrdviolct illumination of Hg ind‘ .lp)ropriato h‘alo'son co‘mpoﬁnds at 70-80° :

gave: 41% cclsﬂgBr. me165% CHC1 gHEBTy 125, m.152 } CHC1 Hgl, 2,5%, m.1309;
67% 001 s QHCH Hgl. me46°y ‘and 12% Co1, B;I. m.ll? + Rems t(en of GOl Br with

. theors anonnt ‘of 0o8% Naoﬂg gave czcl and a little 00133531'. Noutralizat-

ion or aq. soln. er ccl HgOH with HCl eor HI gave COCL chl.m.l’ls s and
cclaliglg, similarly cc1, cucuangx gave GCl,:CHCH ,He01,12,100°, and coL: 0~
cﬂ_zwr, Be 94,5 Hoating RHgI with Hjola,,ln Bt,0 or 5tOR resdily ghu
RHgCl, Exchenge reaction with Nal and GC 2} CHCH,C1 gave CCl, 1 ONGH, I, by,
69-70°, COlyAgCl end MHy in GO, gave 95,6% infusible ClHgN . Reaotion
of 00138;» in BtOH with ll 8 lnlt.antly gave wv cclsmr and th: gave

' PhH30013 end PhHgBr, GOlgﬁgBr eand Ph 8!:01 gave 49% Phncms when 3 moles

of NeOH per mole of Hg deriv. was nnd; with larger amount of NaOH the
reaction gave 29% PhyHgy PhHEOGl, and MeOH-HOL gave PhHgCl in 100% yleld.

Heating PhHgCCly in sealed ampul 045 hre at 150° gave 80% PnMgCls ihoto=

ohenical treatmsnt at reom temps of PhNg0,COly in MeOE gave only PhgOl

and starting material} the result was the same on heating the compound to
240° COlgHeX does not yield the RpHg analogs on trutmt ‘with KI, Ou or
Nag3,0ge Also oited are: OCL JHghr.OgH,N, n.879) cclawl. n.175°} PthWl.,

'me116%) PhHgO,001y, me240%; CCl,:CMeCH,HgZ, m.101°; bromide, 2.109°; chlore

N 1de, me127%
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Dcrivativoa of. dimnthylaninonzob.nzcno containing rlnarino.

L.n.Yagupol'skii and M.b.uhronotl. Zhur ,Obshehei Khim.27, 1395-9(1957).
Heating 1.8 g. p-AolHBaﬂ4Sln in AcOH with 6 ml, 30% 8202 2 hrs. gave 71%
corr=sponding sulffene, m,185-80, whieh refluxed until dissclved in 8 ml,

159, HC1 and trested with NaOH gave 8%%n p«H N0534SO Me,m,184-35°, Addn.

of 2,8 g, p=CyNCgH, SeMe in BtOH to 15 g. SnCl, in 26 mle conmod,HCl at 60-70°
gave after heating 1 hr, end treating with lce-NeOH p-H,NC gl Sells, b 103-5%
Ao deriv.,n,99»100°. Azo ooupling of ap)ropriato amines with Mo NPh gave

the following p-Me NC H I.NOBH;R: peMeS, 8%3%, m.175+6°, abs.max. 430 q/?;

, p-CFS, 80%, m,169-70°, abs.max, 432} p-Me0,, 60%, n,2235«4°, abs,max. 445§
p=CF;30,, 82, Mme175=60, abs.max. 4764 P-CF,0, 75%, m.131=2°, abb.max.419;
p-CF.,, 78%, Me1759, abs.max, 430} p-MeSe, 80%, m.175+6°, abssmax,420} o=
CF,, 50%, me120°, abs.max.425.Spectra in EtOH and in elc.HCl are discussed,

The F-bearing derive. show a shift of absorption to shorter wavelengths.
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Synthesis of some fluorine eontainin;a(-aryl-ﬁ»alunlncs. | W ¢
V.P.tanaev (D.I.Mendelesv Chem.Teoh.Inst.,Moscow). Zhur. Obshchei Khim,
27, 1290-3(1957), | |

Rcrluxing 15 ge p-MoOsn r. 2449 8o (cH GO)aNBr and 0.9 g Bzg0, in CO1,

2 hrs,. gavc 78% peBrCH 2CeH e bloez s thioch rorluxing in CHOly with uro-

‘tropin gave 92% quaternary sslt, which refluxed 2 hrs, with 50% AcOH gave

72% po!06B4cHB,‘b';VVoaO.‘This (6 g«) refluxed with 5,1 g. G, (COH),, 7.7
ge NH,OAc and 10 ml. EtOH 4.8 hra. gave 63% p.rcen4c(nnz)mgcnan.doo.aaa0.
and 15% more sol, peFCqH,CH:CHCO,H, m,206-7°, The amino scid gave N-benzoyl
deriv,.,m.188+90, Similar sequence ef reactions starting with 3-fluoro=ds
methoxytolusne gave 60% S-rluoro%othoiybonzyl brqnidc, b 25_.8149-55°.
m.39-41°. which gave 90 urotropin salt, which gave 556 S=fluoro=4-methoxy~

benzaldehyde, b, 105-6°, m,28-300, whioh gavo 58% s.4-r(lbo)c néc(unz)n.

'03200 H, m.211-12°(rrom aq.lton), and 23% 3,4«F(Me0)3gH Q!:OIOOZH. .216-15,

This rcrlun_d in aq.HBr 2 hrs, gave 70% mefluoro- ,e-tyroaino ABr salt, which

gave the free amino acid, doc.16_3.5-4°(rrom 820) as monohydrat. ;. anhydrous

acid, dec,169°, Treatment with Bzcl.gav'c O,Nedibenzoyl deriv,,m,190,5=1,59,
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AcetylatiApproved For Release 2008/12/02 : CIA-RDP8OT00246A003100560001-5 kmess, A

Y.K.Filippova cnd I.I.Boitl (Blood 'Rranafualon Inst.,Leningred ). Dokla ‘
' Akad.Neuk 8,8,8.R. 114, 1076-9(1967). T Ao ‘M'/
Acstylating funetion of the ouum A system was tested on liver. hodii-
genates of phgeons wsing -ur.unnu. (as well as p-aminobenzois ecld.\
hydroxyluino- , p-aminocasobensens, Na p-uinqczcbcnzono-p—'lnlmmn und\,

Approved For Release 2008/12/02 : CIA-RDP80T00246A003100560001-5



" Approved For Release 2008/12/02 : C‘IA-RDP80T00246A003100560001-5

; g
B acid) as substrate. nudiltioa -ukn;u reduced the notyhtlng abuity by
a facter of about 3. thc aotlvity rodution is due to deficlencies in the
protuin eonponqpt of the onfyu antc; as auoh. and not to mers deficiency
of conon. Of the enzyme, . since large ixoua feiled to bring sbout normal
lonls of scetylation, In the ‘hradiatu yigodns the content of the coenzyme
is about 67 units per gram. of liver tissue. The birds received £000-3000.r
doses on Xeradiation for the tuf.a. |
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Determination of sctivity of organic compounds contaeining radioactive
carbon-14; |
I.A.Korshunov, R. V.Amenitskaya and h.F.uovtorov(ptate Univ,Gorkii).
Zhur Obshchei Khim,27, 895-6(1967). v
It wes shown that direct datn, of cl4 activity is possible in compounds
such as AcOH, Ms.CO, EtOic, 3tCO,8t, PrCO,lt, The filling gas for

the counter tube may be COZ or argon, The substunces ure handled in

8 va cuum trein, ths dlagrsm of which is showne otandard counting tubes -

with Cu cathodo and W anods are used' these are semled to the vacuum
train and are snclosed in Pb shells. If the (uenching ability of the
orge substanoe is ineufficient, soma. lO-”C ?t01 may bs introduced into

the systems. The accuracy of detns, is # 2%,
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Preparation of 2, Soaimnrouptopropanol containing radioactive sulfur, c{i’
A.N,Nesmeyanev, A.B.3ilaev and V.M.rodosccv (State Univ.,Moscow). Zhur,

_ Obshchel Khim,27, 1280-2(1987), .
: \ ' : : :
.The following method yields 535-labeled BAL with high activity. Na 5°5.¢m 0

2
was treated with 1:} HC1l, the resulting nzs passing into BtONa soln,, after

which ordinary !28 was used to saturate the rosidual BtONn; tho soln, was

"kept in ampul with BrCHZCHBrcnéuﬂ 5 days and the operation was repeated

with fresh NasH soln., After 5 deys more thc/mixturc was”aoidirlod with HC1l
,and the mixture was riltered and conod, in vacuo under H $ artor extn, with
CHCl, there was obtained 57% 8°0-1abled HSCH cn(sn)cnzon, by, 564=5%, nZ0
145730, 45012500, Isotops exchangs betwsen this and Nas® K was studied,

in 80% EtOH, It was shown that at 37° no exchange ocours,

/éo-ﬂy""‘“
Conditions and mechanism of synthesir of phOSphoryl choline ocontaining P-@Z.‘
A.B.51laev, A.N,Nesmeyanov and Y.M.xhtyurln(Stato Univ, ,Moscow), Zhur,
Obshchel Khlm.27. 1283+6(1957), |

Combustion of P°2 (red form) gave - labeled P‘Olo which was quenched in H,0
with heating to yield labled H,PO,, This (6. 0979 g.) treated with 2,3593 g,

choline chloride was heated to 100° at l«2 mm,(thess are optimum cor”
until HCl ovolutionvooasod; the mass was then treated with 4,4385 BsP,0, 0
and heated as above 30 hrs, After treetment with aq.NK4QB, with bolling 1
the phosphate ion was pptd. with magnesia mixture and the filtrate on trea
ment with CaCls gave Ca salt of phospheryl choline after addn. of #tOH, Thﬂ

incorporation of P32 ogours through both the P4010 and HxPO4 components of ;J
the reaction mixturej under l-2 mm, vasuum both participate equally, No /j

4

exchange of P32 goours between phosphoryl choline and mono-salts of HyPO,

in neutral or acid ncdia at 100°, This indicates very stable ester link,
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Auoouuu of «ruaouthlu w- of any!uth series in hydrooarbon

l.lltmt , -
K.B.Pistrovakii amd I.P.loniu (n.v.uuuv Synthetie lu»or Res.Inst,).
Deklady ma.l.u Se8.8.R4115, 757+9(1967), -

Solns, of adout O0,6N LiBs and 04040,60 LiPu wers examined oryosoopically
1# 0,68‘ and mlohuuu IS was shown that Lil% in 06‘6 is umhm

to doudle mol.wsy LiBu is also mhm sinmilarly ia a.n‘,. In oyoloe
hexans the results fer LiBu are alse similarly indicative of strong
dimerigation. | |
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.?f:;;;;:;:;::_;;;;;::;;}'19; Synthesis of alkylberon dichlorides.

B, M. Mikhailov and ?.A,Shchegoleva (N,D,Zelinakii Iu-t.of‘.ch.n.. Moscew) .
Isvest.Akad.Nauk 8.8.8.R,, Otdel.Khim,Nauk 1957, 1080-5. Cf, this 3.1986,
508, . . T . , | B ‘. .‘e“."‘
To 156 g. B(OMe), i 400 ml, Bt,0 was sdded at =75° over 9 hrs,
frem 36 g. Mg and on the follewing day (sll operationms under ¥,) the

' nlxtdr; was trested with dil.NCl, the org.layer vas freed of ltgo.and
slowly distd, with BuON uatil the teap. of distillate reached 1157, y:rl-
ding 53% BeB(OBu),, b,70-1'. dgo0. 8234, “imilarly was propd, 505 iso-Pr-
B(0Bw) 5, b778~8.5 ¢ dgq0.8187, Slow dista. of EtB(0Bu), and hexyl a::.’l
gave 83,55 EtB(OCEN, g, Byl30-1%, dyq0.8302[ similarly was prepd. e
PrB(OCgH, 1) g0 57130-19. d,,0.8283, aad 72% 180-PrB(0CN, ) gy bgl35- 1.1“
4,00.3350;'19 28,5 g. B¢B(0Bu), was added over 1 hr, 31.8 g, PCl,, yielding
oa distn. 785 BCBC1(0Bu), byqd9=52%, d;00.9030, .BuCl and POC1,, Simtilar
addn. to 32.2 g. BEB(OCEN,,); of $5 g, PCl; and heating 0.5 hr, at reflux
gave $05 EtBCl,, b.49=51% which dugk ignites in air and is easily hydrol-
ysed} the same formed in 40% yheld from 17.5 g EtBC1(0Bu) and 24.5 g.PClg.
‘Reaction of 54 g. BtB(OCEH, 1), with 46,5 g.FClg gave 3.4 g. BtBCl,,
19.5 g BtBCL(OCGH, e b1063-5'. and 21% BtB(0c°H13)2. l-lotloa‘o: e
31.35 g. Pru(oc681333 with 51.8 g. PCls gave 73.5% Prlplz, be73=5"p W

' alio,ilnLtOI‘in air. 3imtlarly fso-PrB 006H13)3.,(38.5 tq)ﬂlnd 46.7 ¢g.

| PCI, gave 70% 1so-PriCl,, b.70.5-3%, which ignites im air.
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mu- aad tmdomum of wnssturated erganesilicen otnpounds,

3. Symthesis of tertiary tu-uuo y-uu.--..m aleshels of the
asetylenis series,

I.A.mﬂ. I.P.mm. .6'0‘..’.' ..‘ ‘o‘.h’“‘ (n.0,
.Oulm Ou.ch-.!m.. ““QMO,W). !mu. Akad, Rouk .o'c'o.o.
Otdel. Khim, Nauk 1957, 1139-41. Cf, ¢his 3.1’”.”1.

To Stighe frem 39 g. Ng there vas added ot -10° $0.4 g. Mo G(Ql)c!cl and
the -htm after being stirred 3 hrs, was left overaight, am: vhiech
48 was agein stirred 2-3 hra,, Sreated with 1 g, Cp 61’ and 0.5 g. llcCl ’

~ and treated with streag cecling with 37 g. 8NCl,; after 13-15 hre, of

refluxing the sixture was Sreated vith aq.NC1 and extd. with Bb q® y!.olduc
$3.4% m[c'&cau,ul,. 2.103=3, 5% fren diexans), Simflarly lo,c(u)cocl

and m wvith Mﬂ, gave ”‘ M(Gm Gl) 'y m, 314® » vhdle the
use of el‘:mun, siailarly resulted ia ‘S.?l ﬂ,amlﬂm’“)‘.

- 173, 53" (frem diexase),
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State of nerve elements in lyhphadanoul tissues in acute radiation discase,
1.B,50ldatov (S.M.,Kirov Milit. Mod.Acadeuy). Doklady Akad.Nauk S,S.S.R,

115, 803+5(1957)e : -
Cats subjected to 700 r dose of Xepradiation, with subscquent signs of

the radiation sickness show dystrophic symptoms of necrosis in the
mp lynphadenous tissues, Splioa. salivary glands and lymphatic nodes
shiowed pathological changes in the nerve elements, The chanees are
illustrated photographically, The changes mayv adversely affect the

various reflexes associated"with.thes? organs,

Effect of X-rays on variability of Actinomyces subtropicus,
J. Alikhanyan and F,5,Klepikova (All Union Antibiotics Res.Inst, ). Dok)ady

l\kdd.NdUk VeDeSeRe 115, §06=5(1957). _

Treatment of the organism cuitures, producers of albomycin, with Xeray
(ioses up to 640,000 r was correclated with the’production_of antibiotic,
fuch irradiation tends to increase the diversity of activity in this
respect, pboducing widely divergent plus and minus variants, The plus
variants are unusual, the minus variants are common, Size of the dose
is a factor and small or large doscs may yl~1d undesired results,

Rolc of earthworms in decontamimation of soil from radivactive isotopes,

NeAsPoredal'akii, N.A.Poryadkova, L,<.Rodionova and SeV.Tarchevekaya
Doklauy Akad,Nauk S,0.:0,R, 115, 500£12(1957),

Larthworms kept in soil-sand hoxes containing Co60

and pianted with
various grasses and other plants appear to improve the uptake of Co

by the plant roots by mxmmxm several fold, 'he accumulation is best in
younger plants, Thus carthworms farilitatn the removil from the soil

of 0060 which is normally strongly sorbed hy the soil, " -
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‘ ‘»—«u&yl ‘esters of ethylthisarsenious seid.

%

ﬂﬂ.'l !‘ﬂ‘ .“ nh‘dcm.m' m" MQN‘“ 8.8.8.3.116. 305"‘19”)0
Addn, of the prmhto anount 01' MOI to 2 no).u RSK in a stream of
dry 00,0 rouuu 1) 4 amdul heating to 190-200 over 3 hrs, gave the

2

following esters M(ﬂ) g llotm. dipropyl, dibutyl and diiscanyl.
| ve
- Reaction of luucla with ZRSH in uao in the presence Of mi.dinp ea
the diethyl, dibutyl and dihexyl estersy the latter are obtainsd in pure

state if the filtrate from pyridine EOL nlt is rapidly washed with iee

water, The diethyl ester was alse prepd. from :mcl and S8Et3Na. ’thna
o,

are reperted BAs(sR)g (R shm)l Bs, 350-41,9%, bzeo-z v 1 b'lsov .

'a o1+2558 (from method 8, dqle2893), 2201,5750; Pr. 40.3%, bgl01-2% "

1.1905. 1,5665; Bu, 43.5-89.4%, vp128-2%, 1.1402( 1.1374), 1.5443; 1-o.m..
43,87 igw.. 1.0“'. 10‘3“‘ 0"15 510”. bl.gl“.‘ ) 100’73. 1.5200;\

| " The esters are mﬂmny hydrolyut by Kg0 in the e0ld, yielding BtAsOgHy

(by eir oxidatien). n»m BtAs(SBu)g with MeI 13 days gave MegBusl, m.
78-80%; reactign of BtAs(SBu)g with AeCl (8-18 hrs. at 180-60°) gave
~ Approved For Release 2008/12/02 : CIA-RDP80T00246A003100560001- 5 '
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/ t«oelﬁ of mlmun hydrosarbons with ult- of mereuric mereury., VII,

Thermal lnmiﬂu of produsts of Wtrintlon of yemarourated aloohols\
R.Ya,levina, ¥.N,Kostin and V.A,Tartakovskii (Btate Univ, .Ioaoow). Zhur,

Obshehei Xhim,27, 2049+62(1987), Cf, this :.zo.amuess).zv.as(msv).

Beating (Phﬂlﬁﬂmzdlz)gk to 120=50° a% 18 mm, gave a distillate of Hg

and a mixture orurwmmdncm.mmrmtmumo.moot
(MegC(OH)CH,ON,) g @ave S-AmDH and Meg00, end Hg, with apparently lehexens.

The lst substanse amnnﬂy yt.u- fres mto-h the HO gm of whioch

is the source of H for the final predusts. The 2nd oompound -in i%s decompn.

: ‘yiclds ‘tertiary rrci radicaln/vhiah_nro cleaved at tho sentral C atom %0 .
yie1d the sbove products with probadly imtermedisey of Megdo, Gpi, and N..

Approved For Release 2008/12/02 : CIA-RDP80T00246A003100560001-5



- ~ Approved For Release 2008/12/02 : CIA- RDP80T00246A003100560001-5 \,
Iaﬂay studles of Wmh ow-. Stersoshenistry orf rorroqcno ua
its derivatives, o L OrSheed i~
TusTeStruchiov (mt.mmm..ms, ucau-). Zhur,Obshehe 4 Khim, 27,

2039449 (1957) 4 Cf. Duaits et ale, nm. uxf.:m(uss).

Exam, of Z’nny diffrastion patterns of mmm and lt- “r:l.n.. ohloro,
bromo, iedo, dichlev's, dl\n-a. and auou. ntrqhuy).. as well as brugu
derivas such as biseferresenylmsthans lll bhrcrroonﬂmh‘nylmthnnt,

is cmnny mctuc Strestural detas. of dicxoferrcesnes was rcm'ud

(dlsevhere (of. Doklady Akad.Nauk S35R, 110,07(1986)s Sterie hindrence ziP‘-f
fearrocens derivs, is uuuul and the hindrenee to ring retation is mm.
The most prebeble cmimntuu are mumsm N\

R
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“a(%styryl eompounds of 11th1un, neroury and thalliun.
 AJE.borisov and I.B.Nevikeve (M.B‘tcro-Org.Conpounds, Aoud.Soio.lloaoan).
IzvesteAkad,Neuk SeS.S.R., Otdsl.Khim.Nauk 1957, 1258-60.
. Cf;nékla;ly Aked,Nauk SSSR 96, 289(1954),
Reaotlon of 0,76 g Li in abs,Btz0 with 10 g. PhOBF:CH,, which ves added
tn 1.5 hrs, at 6-10° gave an Bt,0 soln. of PhCLizcna. This with lgBr, gave

after 1 hr, stirring and treatment with 19 HBr 3% PhC (HgBr) : O g0 Me89:8e
90,5 (trnm Me,CO), which with dry nns in C.H, gave in 1.5 hrs, 82% (PhOION ) -
e, m.68-9 3 the symmstrization 1s also e"fected by Na stannito in 84% rl.ld.
The product treated with HgClg in mgco gave 86% Phc(llgcl)s . n.95-6 . m'
soln, of I, abovc, treated with Tﬁ” in xtao and the nixturc dooonpond

with 1. HBr gave 22% (PhCzCHz)anr, n.156-8°, also formed from T1Bry and
(PhC:Oﬂz) Hg in Btgd. smnarly T1C1, gave 70% (PhC:CHg) pT1C1, m.158-60%

II shaken with Hg in Mezco at 400 5 hrs, gave 86% (PhC:CHy)oHg.
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lnouon 'S NAL1GES O I.LNGTIEAUUE SErUUKyLlC ane saivsarvexylie loidl ﬂ.ﬂl

sodium szide, o | :;GEZLA’Q>¢>"‘ 5“'§J=4“1 d

N.‘ct‘rwem. BcPo“torn’j.. Lel.Kirensimya and A.S.Vasil'eva, uh‘ﬂ'.Ob““.

Khin,27, 2843-6(1987), | \
To 12 g. Nalig activated with lzlk.lko wil added at -5° 85,5 g+ CPy00Br
withonsiaooc-- of moisture in an app. with refrigereted condensers (~409) 3

sfter addn, of 400 ml, MeFk the oxit rr.-.tho epp. was somnected to hnntod
- condensers (no') for decompn. ef OF;00Ny which is partly retained in the

condensera, tha,cxit r;on these passing into chilled traps, and the reactic
mixture was heated sr-dially to 120° over 3.5 hrs. yielding a distillete
of 44% CFxNCO, b,~35°, whieh (4.5 g¢) and 2.4 g. 11q.H0)1 kept in sealed tut
overnight guvo 99% cr,nncocx. n 1:5545. 4331.5551; similerly HBr gave 1.8
cr,lnconr, ng 23, . 3869, 43,1.um. whieh must be kept eold er under pressure)
similarly 11q.HF gave 71§ CPsNHCOF, 2321.2070, d;41.4907, 0P 0107301 (36 ¢
wes added slowly to 80 g, 8 foil amd 40 ml. 28% HC1 st 40° yielding a
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' 2
BUASL, and AeSBN, by 890, 00,9641, 0°01.4596, Similer Teaction of
BtAs(sBu), with Ae 0 aave EvAs(OAe), and AosBu,
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({x)
a auuu-m of 15:" 01’8010(8)’, v.36° ’

3 .5183. 1oav1ng a ruldu. of
8.2 & (azcmrg)zaz. b.xu ' B 3,308, @ £11.6810. X and NN, allowed

to react as dessribded abeve smve 79% crzcxa. b.~16°, the same bung
formed in 41% yield on h.ltlll‘ O’zclcma with P 05.

New nothods of preparation or rlmimtcd onbomlc uldl and esters of.

- diflworemethyl alechel. f g&ww 0""’8“"?\&
NeN.Yareveunke, I.A.hhh., V.N;Shemanins and A.8,Vasil'eva. Zhur. Obshehe!
Khin,27, aue-so(losv). S \

To ¢4 ¢&» lt,lx in steel sutoslave was added with liquid air ecoling 40 g.
OFp:CF; end tlu unuo was wermed to room tup. 16 Ars,(max.pressure 18
atm,) after which it was treated vith iee 7icldins 49% CF MCONEt, , wa'
B5°1ed158, 401.11805 1f the erigimal reastion mixtwre is esrsfully distd.
thers my be ebtained the intermediste produst, CHF ,C¥,CB¢,, b1531°%, whioh
may be obtdined in up to 80.5% yhldp. (151 geo) and 40 g. nw in 400 ml.
Hp0 gave crﬁr evapn, 2% CHF 003!1. a solid, which distd, from lzﬂ‘ mn
99% OHF00,H, b.134°%, d,,1.550, a:°1.un. The Na salt trested with Phrg
and heated to 150° geve a distillete of 40% CHF Omr. b.iﬂ.. ao1.8830.
dwl.eau. II (58 g.) in 58 ll.la° '.l treated with 65 [ 3 mb kept 0,8 Il‘*.
f1ltered and comod. in vaocue yielding uﬁ(m 00,) .Bg,. 1889, dee.810°,
This (19,5 g.) and 30 g. I, heated !a small pertions te 125° gave a dist-
illate of 35% CHFgI, b.22°, and 61.0% ONF CO.CHF,, b.es’, a8%.200, a,,
1,5038, the latter also being prepd. t‘ron CHF I and the Hg salt above in
sealed ampul overnight, in 93 yield. Passage of dry c!’ :1OFCl1 at 0° inse
BtaNH and hydrolysis of the resulting mizture with Ea0 gave GHCLFCONES,

- whieh heated with eoncd l,ao‘. dhﬁh(bd‘ﬂ-ﬂb"). and treated with K.80,,

 gave 59.n$ CHFC1005H, b,162-4°, 5294100,
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""Cuuwbccu uqm 20, NeSubstituted phemyldiamincborens amd B-phenyl-

boraseles, &Wm

B.M,Mikhallov and r.wza(u.n.ung'n;i Inst, Ore.Ohems Nosoow), Txvest.
Akad N uk s.é.a.n.; Otdel,Khinm,Nauk 3'.661. 1128+5, Of, this J.1988,114¢,

To dlut go ML, {a OgN, was added at «30° 51.8 g. PABCY, in 30 ml. OgH,
mdmnmﬁuuro-m man-. mmtmmrﬂmfron
mmz.xm and evepd. ylelding 3.8 g. milwl»l-crlnhym:oh.-.m%
the mother liquor from this gave PRB(NESS) sw-a ) 8000084, n”x.sno. |
m latter is mdu.y attacied by I.O amd ntn-Og- The residue d’ur the
uatn. gave more triphonyltrhtmmo for e total yisld ef 815. the
pure substanes, 2e305+7%(from c‘l,-pm-.cw); the dorascle u stable in air
and is slowly sttacksd by hot alkaline HyOg. Neating X to £10° § hrs. gave
17.5% adove trbhonylulomlmulu Addn, of 18,7 g« PABGly S0 29,5 gl
Ma i Gglly as sbeve gave 86.# m(m),. 1.88.5-5.5"(” hexanieigoe
puuu). whibh is rapidly hydrolysed 15 NgO, Neatinz this to 290° gave
PANE, and 31.7% hexaphenylborasols, m. above 360°(from Oglg). PRBGL,

' BtgNE siallarly gave 14.1% m(m,),. bm'vo-a‘ ALl work mtm under l..

81. New methods of synthesis of bm:oh derivatives, |
BM, Mikhailov and !Jutootrou. Ibu» 11809,
Reaction of B8 g« p-NeGgN B(OCH,CHNe,), with 48,6 g, 1’015

h‘ l' E

P-NeC 1 BO1(0CH;0MMey ), Dg11348%, -=°1.ao1-r. 4 g00s9919. Tuts
treated with ll, in Bty0 gave after sepa, of ¢ 01 nnd evapi. l.& g. ) 1

triphenylborazole, m.180-2°, and 79% nz(euac-,) g* Q’ll“‘ Pure -
triphenylberasels, 218135 (from Gglig~isepentans)y FABGL, in gy treated
with NHy gave 06% above trl)hmhm. 2,180-2%, Similarly were prepd.
from the appropriate chloro esters: alﬁ mz-;-myxmmmm-»%
84.9% ni-lomphwnarmn. -.m-v’. whils the use of appropriate ““",
gave: 72,66 B-triphenyl-N-triethylberasole, m208-6%, and (&8 Betriele
aaphthyl-B-triethylderasols, m.888-71%,
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Llhnnuuu. | Y l-l‘hinotlunﬂalm Bt

N.0.Yoronkov and B.N.Dolgov (6111eate Mlut..hnwu). Isvest.Akad,

 Bauk 3,8.8.R., ouu.nmk 1987, 1188-9 (er. zm-.onn.mu.a?.unumn

To 64.1 g. FOI'(!.O!! and 38,1 g. au(on-}‘ was added 0,5 ml, 8i01, and tlo

fixture was fresticmated yiclding NeOE and 70% (FORLONL0) 88, byqq280°,
4oL 8700, n'°1.am.. To 0.0 ¢. K ia 18,8 g, FON MMLON was added 11.6 §.

Bt43101 and arnr refluxiag 3 hrs. dwring whieh 2.8 1, f; had evolved, Shere

. "ﬂ Obm m EMW‘ “1”050 O.MI, 1.,4189, ™he latsar m

“in 757 yleld by Srensesterification of Bizd10Ms by FUHNGH,ON as above.

arnm- and trunatqnat!.m of wuum erganesilison !w

8. Reaotion of vinyl ethers with silanss m(‘mmm ahohou.
LA.Shikhiev, M.F.Chostakovakil and B.V.Ksmarov (N.D.Zelinskii Inst.Opg,
Chen, ,Mosoow) , xzvm,unmw a.s.-.n.. Otdel.Xhim.New: 1907, 1132-8

Or, this 1. 1956,1271, |

To 3¢ g. nmz%mu.ca.wmmmamummmm
aixture after 4 hrs, at ao wms kept mrnuhﬁ and neutralised with K0ty .
y::ldug 11,3 g. (Meg31)s0, 7.4 g, FROK end 28,75 Be 5100MMeOTR, by, 5180-1%;
N 1.4788, ‘30 #9546, Similarly BuOCN:GE, and m,&mﬂinxﬂ‘ cave
80, 6% nx,:cm(ax am,xt)om. X n-u“ 1.4:91. 0.8586, |

!
' oy
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 Synthesis end jreperties of sems bis(trimethylsilyl)prepyieass.
A.D.Petrev, V.F.Mirensv, V.G.0lukhovisev and n.r.l;u-w (WD, Zolinskil Ined.
. Orc.mul.. Aced , 804, ,Mosoow) , Isvuc.tm.llak 8.3.8.3.. Otsel.Main.Nauk
1957, 10011100, Cf. »u 3.1986,880, -
Slow muum of 116 g, Wﬂ.mng. quinoline, £11trat-
sien of the amunumxurmmsn. 8!.‘1 Mu‘.—h
014310Me 10801, b 103°, 23%1.4700, ¢,,1.3880 (Roman mnn-. “ea”lt 280(8),
mm. ies(e), au(o). 248(1), mm. so1(e), uauo). 433(0), ¢e0(0), 908
(10), 834(0), sea(a), 708(1), Y6(8), YY1I(R), 800(8), 8s9(x), 1310(2), 1880
(), 1s81(2), 1516(0), 1570(4), 1608(4), 2864(3), 2021(6), 3980(1), 3er2(3)).
The same formed from €1,81CHeC1ON.Cl em being Meated with quissline, Thus,
GlgBI0N(EN,0L); and quineline also gave 86.5% 01, S1C(GM,01)10M,, bygnlee®,
1.4704, 1.3067 (m speotrums m(l). uom. 193(8), 385(8), 240(0), 200
~(4), 360(Y), 400(8), e30(1), 455(10), B9EB(3), e4a(z), 6e5(z), Yes(s), ¥90(0),
sze(2), 934(1), 1116(0), 114841), 12v4(1), 1302(1), 34ns(s), 1610(s), u«m.
8968(¢), 2094(2), 3050(8), soasm). ) !nlgox from 25 g. Ng was added s
01 810ies GG and after usual trutmt Mo was obtained 685 n,m-u 1,
. e157,8% 1.4800, 0.9048, To 10 g. powd.Ha in u 0 was added 20 g. Magdic),
1 ml, B80Ac emd a 1i%tle I, and after the un-.uuoa of the :mouon. a2 g.X
ws gradually added, yielding after 5 hrs. refluxiang 60% h'llﬂll ,u-_cm,.
90165.8%, 1.44385, 0,7009(Ramsn speetrwm: 187(3), 233(3), 344(s), 288(1), MO
(2), 97v(z), 511(0), B8O(2), wes(s), e19(20), mm. o8 (s), mm. mm.
746(0), 774(e), 808(3), 845(1), asvm, 963(1), sea(0), 1060(0), uum.
1306(e), 1868(8), 1418(8), 1488(3), uum. 2080(3), aso1(10), ma(m.
mco). T Raman speetrum wass 204(8), ass(4), wu). 878(1), s00(5), 8368
m. m(a). 829(8), s6a(s), mm. 620(10), s4s(8), e97(s), TNO(3), mm.
804(3), 843(3), 578(0)(T7? abstraster), 1289(8), 1300(4), 19ve(s), 1a26(3),
l4a8(1), uoou). uoom. 2882(3), muo). 2905(10), 3071({8). Keating
808 g. ox.ucn.mm and 830 g quinoline gave 40,55 u.m:m (rarEs,
| 40es 20t act stistusterily ia Whis zm-ma. hmns.t' 1.4'30 1.5818;

/
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_ Shis pereslated vith o 18 hrs.. gave $45 C1 S1CHCICHOINs, By 1™ Yoy

- 1989, 1,4808, 1.4780 (Raman spectzum: 170(8), 185(3), 308(se), 288(s), asa(s),
sov(e), uvm. ser(2), ses(s), atom, mm. 4s8(2), mh) nam. :
(5), $%0(3), e0e(3), o78le), voom. nY(1), ves(a), ve0(s), s (1), mw. |
84s(0), ses(s), e29(1), ves (o), 101002), uum. 1108(1), 1118(8), num. |
1810(1), nssm. 1861(1), uum. un(o), 1446(8), um.). 88¢7(1), 2009
(1), 2940(8), 2994(3), Tis heated un quinoline gave 536 u,uoaum. |
Syppoitl.s®, 3'“15’.: . 1.4.no, 1,5071, whioh with MeMgOl gave 20,55 Noysi-

~ 08110mM, b, 133.5%, 1.4450, 0.8080 (Raman speetrum: 207(s), a80(1), sv7(e),
387(1), 398(s), 497(0), sex(s), auuo). ‘e98(7), ve0(s), TO1{0), a1r(e),
843(2), mm. 9e0(s), muu). nml). ues(e), num. uvm). uuu).
1880(8), uum. 1447(8), 1620(20), 2845(1), 2009(10), zmuo). aomtln.
,mama. of 183 g. uz,mmmmm:.g. na gave (TN nuaa'u- |
O0L1CEMe and 014810%e1 o201, s,“ns‘ 1.4800, 1.aus. vhich with MeNgld gave
8vF  2e,51061:0MMe and Me,B10Me:GR(L, i,“lu 1.«.u. o.auc. She identity
of the _ecmponents being shown by Reman spestrus oonteining limes 397(8),
uom. 630(10), 697(7), and 1820(5) ex"l, Yo 20 g, Na and 40 ¢, M M)

- dn B¢ 0 was added 48 g, Me um:m follewed by several porum of M nl,
',ItOAo. yielding after prolonud heeting 19,7 g. (Mo m‘osm. b"'l!l‘.
x.aao, 0,8047 (Ramea spsctrus, uxm. 200(s), sse(¢), smi(e), soe(e), mm.
see(s), ea0(1), uv(m. oo (s}, uom. TvO(8), 848(8), nlm. 1058(s), 1280
(¢), 1267(3), 1358(4), 1873(2), 1424(4), mm. 187a(s), mm. un(u).
5934(10), 2972(8)). Passage of Clg inte u.sxm:ol save w.u u,uq.-
GHC1CHL01, Byg7208.8°, 144808, 1,4788 (Ramea spestrums uom. 803(s), mm.

, mm. soou). ssom. svs(s), uvm. 435(1), uo(u. 478(z), 4ve(s), 824

(1), 379(2), 396(1), uom. es6(3), ova(s), 708(3), uo(o). 58(3), nom.
813(s), evs (o), 1010(0). 1086(1), 1188(1), 1198(1), 1208(s), 1581(3), 1308
(3), 1334(0), 1334(1), 1398(3), 1440(8), 1983(0), 1018(¢), 2000(83), »«m.
2988(¢), 3008(1). ¥ais (208 +) distd, frem 1 g. AlClg gave S8 GlgNiem.
uzuu. tu.uu' 1.4700, :..um i anm is o with
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qinoline, thers srs formsd two substanees ia l1é ratie, ome of whieh b,“ue :
1.4790, 1,3983, and the second, b"'.lfl.ﬁ’ 1.4885, 1,3969; struetures of
theso wire not detd. Treatmnt tt the triehlere loriv.abon with MelgO) eave

- 65,85 Ma, S1CH _CH10BOL, h,“nm » 126448, O, 0078 (Reman spestrum, 168(4),
ns(s), mm. 842(8), 300(s), een(s), 848(4), 608(10), se4(s), vo0(e), 760
(¢), T70(1), s08(0), 885(3), o19(z), 1040(0), 1157(10), 1s:0(8), 128302,
1417(4), 1470(1), less(s), 3840(1), 2000(10), 2060(0), 3000(¢), 308¢(4)).

| Reactfon of 10 g Na, 30 g. NepalGl amd £3.3 g NeyS10MON:6NOL gave 305

u,axcx,cazmma. b,,”:m. wn. 0,7508 (Raman lp«trw J.vo(c). lum.

24s(e), ses(s), 4s8(e),. sveuo). mm. 614(s), cue(s), ess(s), Y08(s), YO¥
(8), so2(1), ses(s), sss(3), 11!0!9). 1a97(8), luo(!h mlﬂ). 1419(e),

1600(8), 2841(1), £898(10), 2588(10)) . Reastion of 476 g. OlgHLON,ONIING amd

350 g, 50,01, with 1.8 g, Brg0s sdded in 3 portieas gave 80,95 dlehlsserrepyl-

trichlorosilans, ¥,60-00°, which dchydruuoriuud wish quineline te 87.9%

- mixzed aumowomltﬂmmauuu. b.m-os whioh with Wl ;v

 mized WMwmmm-. ¥.153-6°, 1.4445, 0,0047, whose Ramen
spectrun was: 210(8), 244(1), zve(s), W(l). 898(9), 44s(0), “0(0) m(ﬂ).
560(9), e87(10), owm. ms(z). nl(o). m(o). 849(0), 991(0}, 1030(9),
1358(s), 1380(4), 1828(0), 1598(3), Lere(3), Leso(2), 1531(0), 1se4(2), e
u.o). 8854(3), 2000(10), 2922(8), 2963(10), 3018(3), 3048(1), S071(1); whis
sondensed by means of Na with h'&ﬂ undxﬂuannuw i,“
176-7°, 1.4845, 0,8008, whose Raman spestiun was: 166(1), sse(e), 373(0),
'993(5), 303(8), 585(1), 645(10), ess(s), 784(0), 804(0), 1088(0), 1857(1),

| mx(oi. 'uuou); 1875(1), 14¢6(1), 1817(0), 1575(3), 1607(1), 2847(1), 3003
(20}, £6060(10). The produst deseribed dy Petrov and Shehukeva (ghur .Obsh .Khin,
£6,383(1956)) es possidly MegSiCH:(iesilag 1s shown $o be (b.m,cxm -

. 4he basis Of Raman speetre., Also nma ares Cla3iCHOLES, b”'m 1.“.

1.8436; Cl381CNONCAMS, by, 162%, 1.4600, 1.3410; Cly310H 0K QNL01, s,,,nc’

1.4458, 1,2280; Clg840ue:0H,, M breelae?, 1.4485,1.2008
and GlgBLMNOIGN,CL, Dyggalfl®, 1.4070, 1.e721, |
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ﬂurnl telomerization of olefins with silanes eonta ining 8i.H bond, -

A.N Kesmeyanov, R,Kh.Freidlina and E.Ts.Chukovskaya (Inst.Betero-Org.
Compounds, Acad.Sei.,Mosoow). na:hu Aked ,Mauk s.s.s.n.,'m,‘,'m-ouosv).
Heating in eutoeleve 90 g, BG,S1N with O,N at 300° at 200 atms & hrsy
~gave 60 g. smung mterial, u FTe 81 and 8 .. ) sm. bwao.sa ’
;”1.4300. 4,,047810, along with a -1:.4 fraction, b vo.n.o'.. Similar
rcaouan of PhSIACL, and O, in 3 hrss at 2804300 at 60 atm, gave
Phlt!!io:l.z.., PhBusSiCl_ and O K smm the wo;oruu of these fraotions

2 613
being,resp. b,sc" °1.sxao. zoz.uoo; b,90-1°, '1.5140, Liel; am
b, 115.8°, 1,8100, 1.0352.. Reaction of mo)asm with o'x was observed

'nmnr:.y at adbout 800° vut individwal produsts could not be isolated,

% ‘ ' , .
WC’%\ |
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- P i TP N
loaotlo- of dtallylohloro.tlaaol wvith aluminum ehleride,
B.¥N,Delgev, 8,N.Berisev and N.@,Veronkov (State Upiv,,Leningred). Zhur.
Obshehei Khim,37, 2063-6(1957), ©f. this 3.37,709(1957) and Beit.663,810,
Dista, of R, S1NC1 with 2-10 mole % Alﬂl, leads to dilprpgettlnnnttpa wvhich
may be summarized u"S R 54401 -~ Mtl, + l’ul + 3 R,ﬁlﬁ‘ * t,stcx. The
resction afferds s someniout systhesis of R,5iM,, With larger amounts of
the catalyst the reaction proseecds further, ytclllac I38£61 which 48 formed
in satisfactory yield, Thoe neeessary R it!tl were prepd, from Rlghr and
R84ACL, in. 28-32% vields, ltslll fanlid in $5-70% yleld from BtMgBr and
0.5 mele ltll“lr Pistn, of 30.9 t. ”,8‘!01 from 3.1 g. Al.Cl’ gave 3.3
g. Bt BiR,, 7 g sturting material, asd 12,3 g. Bt 51Cl,. Distn. of 29.4 g.
lt,ﬁiﬂCl frem 6.4 g. A1013 gave 1 g, B¢ lila, 1,9 g. starting material, asd
6.8 g. BY,01CL. MePrBiHCL (20,5 g.) distd. from 1,8 g. A1C1, gave 3 g. ‘
MePreéin,, 5.? g. starting materisl and 7.4 g. Mo”r%iCI:. Distn, of 36.4 g
190-PrBiNeNCl frem 4 g. ALC1l, gave 3.7 g. 1s0-PrSiMel,, 14.8 g. unroacted ]

 material and 12,9 g. iso-PrSiNeCl,, Similarly 85.3 g. Bt,SiCl, distd,frem
14.5 g, A1c13 after refluxing 31 hrs. gave 96,2% starting material, To &
refluxing mixture of 45.5 g. ne3asu and 0.8 g. AlCl3 vwas added aver 2 hrs,
31.4 g. ltzﬂln and aftor refluxing 2.5 hes. longnr the mixture was distd,
yielding 4.5 @. Be 84N, and 59.1 g. Bt38101. Distn. of 38.2 g. ltssgu,
0,68 g. AIC1, and 35.8 g. Bt 84C1, gave 7.6 g. Bty SiM, and 48.7 g. St38l61
in a 2.5 hrs, rum, Follewing ocomstants are reportedt Btzb1RCI, b.100.7°
-:°x.4xs:. dggf.8895) MePrSLNCL, b.95.9" A 1.4098, 0,8796; iwo-ProiMeHCl,
5.90.6%, 1,4173, 0.8930; Bt 8em,, b,55.7°, 1.3916. 0.6837; MePriiN,, b,
$3.6°%, 1.3837. 0.6798; 1s0-PriideN,, b, 1. 7°, 1,3789, 0.6697) B¢, $1C1,,
»,128.3% 1.4307, 1.0475; MePrsicl,, ».1:4.4’. 1.4250, 1.0351} iso-FréiMeCl,,
b.ln.l » 1.427¢, ‘0"',' “3‘1', h.l”.S » 1041’0, 0.7316; 8&,5101,
b.146.8%, 1.4308, 0,808,

L.

Photechemical chlorination of othyltluanoailnaoc. Orieating effect of
fluosilyl group, tr\<£41¢41>$LtAé:¢,aﬂh

VoA, Pon-aronho and A,.D,Snegova (xnat.cr'.Cho-.,Acad.Sei..!olcov). Zhur,
Obshchei Khim.27, 3067—73(1057). Cf. P. ot al. Isvest. Akad.Nauk 38R, otd,

khin.nauk 1957, 3100 _

Inerease of the pumber of F atems at 24 in a series eof fluesilanes leads

to increased tendemey vovard ﬂ-orlo-tltion by the fluolllyl growp, it 81?,.

from lt’-‘ﬁ-ilz and NP, b74‘ s‘los’" s 4”0.’337. .' 1033": m BlSiCl.’
with Coly in isc-ectane gave Bt3ir,, :,41-5'. Chlerinstion fof 27 hra, of
BtySiFy (for methed of. Petrov et al, Deklady akad,Nauk S3ER 100.1107(1933)).
gave ts unreacted naborlal, 308 I.cncxatlcr,. b,,, ,103.: ’ 1.1155, 1.3796,
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35% CLER,CHLOURNT,, By, 1195.5% 1.1467, 1.3900, and & Lesle Cloc M 0tmer,
bygy,1148.2%, 1.3099, 1.4307. Similar chlerinatien of BES4P, for 7.5 hrs,

£ove seme starting material, 7.4% NeCHCISLP,, b,.. (39.5°, 1.2606, 1.3180,
32.4% CILOR,CH B1P5, hyyy 68.5°% 1.3661, 1.3418, and some C1.C,N,51r,, b4,
91.7-2%, 1.5007, 1.3750, Chlerinstion of 192.5 g. FeCHC184C1, over 8 hra.

up to 179° gave 20.9% MeCCL,B4C,, Byy 152°, 2.109-11°, and 17.4% clcn,-
CRC181Cly, by 0179%, 1.5207, 1.4835. Eimilar chlorinatien of c1cH cH sCl,
for 31 hrs, gave some starting magerial, $1,5% nixed CICI’¢l5191613 and

CLyCNCR B4C1,, b,469°, 1,5908, 1.4808, and 4.4% mixed C1,C,N,84C1,, b, ,80.5°%
1.5908, 1.4910. Redista. of the adeve mixture gave mainly c:,eucnzstcxs,‘

5362.5174;;’. 1.5214, 1.4798, and very 1ittle CICH,CHCIBLC1,, b, 186°,

By 1.4844. Chlerinstien of 11§ €. 1,1,1,3stetrachloropropane as ahove up

to 184’ over 32 hrs. gave 7,3g. starting materisl, 46.1% 1,1,1,3,3-penta-

~ chloropropane, b,,79% 1.5736, 1.4980, and 14.3% 1,1,1,2,3-pentachloro-
propane, by,85.5-6%, 1.6064, 1.5078, Meating 1S g. CLCH,CH,S4ReP, with 3§

g+ quinolime gave a vigowous gas evelutiom and yhelded 9 8. 1tquid product

fron wvhich were fsolated 3.1 g. 8t8!¢13 and apparestly 1.6 g, CHI:CHSLIGGI‘.

Zimilar reaction of NoCHClsisttz with qngnoline procesded smoet)ly and

gave 5,3% CH, 1CHS4BLP,, b74156‘.‘0.!s78,v1,3346, and much starting material,

Synthesis of alkrlglkGIchotozrllltacl. ‘rhif"“*rﬁ“"lz Cdrz\
KA. Andrianev, A.A.Zhdanev and A.A.Begdaneve (Xnst . Netere~org, Compounds,
Acad.Bei.,Mosnaw). Zhnr, Obshchei Khim.27, 2073-5(1957). CP. Doklady
Akad,Nauk SSSR 108,83(1956), and 94, 697(1954). | -
To 65 g, Me81(OAc), was added over 25 mia, 26 g. iso~AmOH and after 1 hr,
at 54° there was obtained seme §3 g. (180-An0)81Ma(0Ac),, b, 106-8%, a4,
1,0220, 03%1,4065. Simtlarly double smount of RON gave (180-Am0) ,E4Ma0AC,
by (129-307, 0,9269, 1.4083, Similerly, 88 g. ﬂozsl(OAc)z and 31 g, (CR ON),
gave 31 g.[Me,21(0CH,), ) b, 85-130%orude), which scliéified ea cooling,
and whose suggested strusture is !b,ﬁi(d@l,dﬂ,ﬂ),ﬁilo’. To 563,5 g. 01ca,-
CHJOM and 8.5 g, CugCly at 110-5° was added 378 g. CN,:¥fco,%a and 8.5 (.
CuzCIz whieh gavq'aftor'6d7 hrs, at 120% o range of preducts imdluding
unstated yield of sthylene menemethasrylate, b,;99-101% This with MeSi-
QOAc)’. treated as above, gave amcag ether products an unstated yield of
- readily polymerisable Neii(OAs),0CH,CH,0,3CHs 1CH,, by (133-4%, 1.1516,
1.4335. : '
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Chleorinstion sad Mreninsticn of phenyltrichloreailane and the Ramen
spectra of hale-substitwsed phemyltriehleresilanes, | |
A.D.Potrov, WX, Batuev, V.A,Pensmarenke, A.D Snegeva, A.D,Nstveeva and

8.A, Sokelov (Ines.Org.Chen., Acad,fel.,Noscew). Zhur, Obshchei Khim, 27,
1957“1(19‘7)0 Cf. Shis jv“. 1”’(1’“)0“ Il";l".l.‘ 1 .
Chlorinaticn of PRSACL, in the presence | ingave & .:xtm
of 255 o=, 608 m~, and 158 p-CIC R 34C1, iseners, Chlorinatien at 70" ia
the predence of pevd.Ps gave a mizture of Lsemers which after sareful |
distn. were found te het 34% e-isemer, 74% s-isemer, snd 3% p-fsomer (of.
Takubovich et al, this 3.26,568(1936)), as well as a dichlere deriv, of
andetd, structare VALch Bygo364.S-4.0%, d502,5538, n3%1.5041, Areaination

~ of Ph34Cl, in the prescmcs of pewd,Fe at 63-5° gave 315 e-BriN 34C1,,

31% m~isemer and 385 p-isomer. Pure substances, prepd. by the Orignard
route were found te have tha following characteristics!? :;clc‘u‘sicls.
Byga, §340-5% dggled629, ag’1i5510, Ramsa spostrum in a1t 157(4), 188(7),
zov(if, 268(3), 319(S), 353(0), 38S(6), 438(9), 526(4), $71(3), 590(3),
601(3), 618(1), 666(4), 685(s), 710(0), 7S0(0), séeio), 895(0), 1039(10),
1123(5), 1137(2), 1164(4), 1388(0), 1379(1), 1355(0), 1423(0), 1457(0),
1561(2), 1584(6), 3965(3), 2987(2), 3066(9), 3121(3), 3161(1). m-isomer,
by,4330:5% 104384, 1,4581, Raman spoctrum! 185(7), 184(6), 193(5), 234(4),
248(4), 340(9), 356(9), 427{4), 518(6), 578(3), $99(3), ée8(3), 620(1),
670(4), 790(0), 996(1e), 1039(2), 1079(8), 1102(1), 1111(1), 1138(5), 1178
(2), 1347(e), 1206(3), 1396(3), 1428(0), 1563(3), 1585(7), 3062(9), 3077
(1), 3119(3), 3163(2), peteemer, By . (233.5%, 1.4316, 1,5418, Raman spest-
ree: 173(6), 190(3), 243(1), 316(63.'340(2). 369(0), 452(6), 578(4), 596
(2), 609(2), 621(0), 634(3), 719(0), 754(4), 1067(2), 1091(10), 1119(10),
1160(0), 1191(3), 1224(0), 1273(e), 1307(2), 1385(9), 1416(0), 1568(1),
1586(10), 2854(13, 2917(1), 2086(1), 3033(1), 3047(3), 3065(8), 3135(1),
sadexsichs 3158(3). o-BrigH S4C1,, u,zg §261-1.5%, 1.6956, 1.5710, Raman
epectrumt 87(6), 108(5), 141(3), 184 4, 198(3), 263(3), 385(3), 373(10),
$21(4), 579(3). 589(3), 601(3), 633(1), 654(4), 1028(3), 1043(9), 1118(4),
1133(4), 1168(S), 1349(1), 1275(1), 1396(1), 1398(2), 1434€1), 1557W4),
1581(6), 1610(0), 1834(0), 2837(9), 3868(0), 2907(0), 2927(0), 3971(0),
3050(4), 3062(7), 3077(3), 3087(8), 3130(1), s140(0), 3157(2) - p~Isemer,
By 351:41.7% 1,6484, 1.5635, Raman spoctrumi 154(5), 186(3), 231(2),
244(0), 262(0), 383(6), 304(4), 319(3), 409(8), 541(7), s83(3), 595(3), |
607(3), 633(1), 633(3), 714(0), 739(6), 1071(10), 1113(4), 1133(5), 1191($),
1391(1), 1306(1), 1355(9), 1393(9), 1416(0), 1347!0). xs7?(l!). 160709),
1627(0), 1663(0), 3855(1), 3959(3), 3081(2), 3034(3), 3046(4), 1064(20),
3088(3), 3103(3), 3155(3)s The amewnt of m~Ar issner stated abeve was

' detd, My diffasanss. ‘ .
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New n’chou of yreparation of arematio uti-uny conpom-. S

'P.G.Bergeev and A.B.Brm:. Zhu'.onhchc!. Ihim.27, 2820-3(1967), Of. this
§+7,1880(1937), 18,1897(1048).2 | |

%0 a soln. of 57.1 8. BbCla, 42.5 g. Ow0l 8 100 ml, ooned . ACl and 200 ll.ltﬁ
was added 27 3. PRNEME, and the lixturc ua stirrcd S hrs, in contaet with
air, yhlding a pink ppt. which wn sepd. and thorcmshlr washed with dil.
HCL and Me,00; the Me 00 ext. after addn, ef B%,0 .n< K0 gave 15-18%
diphanylstidenic soid, whieh in 1:2 HO1 gave M 8]:01&. n,178%, whioh in
wara d11,H01 was treated with EV0E, filtered and t}:hﬂd with le2 erystal
of XX aud a stream of 30, yuum 79% Ph ,8001, 8,69270% The riltrates ff
diphenylstidenic seid perpn. "lhovd wers treated with NE,C1 in conod,HGl
ynlding on cooling PhSXC1 .ll‘ﬂl, a -m-m:w sel,s0lid, obtaired in 2
yield, which uith He0 gave phenylstidenie .oid. whieh with 1:1 HOl, a
KX and & stream of 50, wes eomverted to 88% Ph\eﬁﬂ.a. The probable me
‘of the initisl reestien is diseussed. . ~

Synshesis of arematic Rmxfuxiixax compounds of antimony, VII, Preparation of
porlmophcnyl derivetives of anﬂw WM% ,
A.B,Bruker, Zhur,Obshehel Khim.27, 8883«6(1987). U
%o 28.5 g. SbOly and 21.2 g Cully in G11.HOL was added 16 g, p-FO N NENN, -
and the mixture stirced 34 hrse yielding e ppt. which efter washing with
 411,HC1 was dissolved in nu,'oo(m'n Ny 1s kevolnd)'. the filtrate deing dild.
with Bt 0 and B 0 to yield 14-16% ),p'-iiu(rhu-o)honyl)uuouo uem.dou no
., 250 this with 111 HOl gave (P’%lghmlso n.loo°, rmu.uo-so°. ‘whieh
with warm 1:1 01, o 1ittle KI and a stresh of 50, wes converted to (p-FOgiy)
5bCl, me88%, which with 5% WH,OH pvo(~(ﬁn.n‘mn1,0, 2:,88%, The acidie
filtrate frea prepa, of RafbCly en stirring 3-4 hrs. longer gave after addn,
ef NE,OL and eoned.EC1 a doudle salt (peFOH,)8001,.MECL, whish with Ny0
| gave 15% )-ﬂuro)hcnyhtibonio ncm. does not n,28309, This with aq.M01 gave
after tuuum with aO. ia mmu of a uuh XI and um -Mm Mg, an
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